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NAME etk thio est
ZXPND 3
2ROCHD i

2 - Arguisltior Maramelers

Jate_ 20051021

Timg 20 3¢
INSTRUM spect
YROBAD £ mm BED BB 1H
PLLPRAG zg30

m 163B4

S0L VENT LOCT3

NS 16

05 ¥}

EWH 5055 204 Hz
“IDRES 0.365818 4z
AD 1.3BB4756 sec
Wb k2

W B3.400 usec
JE E.50 usec
Te 300.0 K

0 1.53000000 sec
======== [HANNE_ '} ========
NUC1 tH

H1 1010 useo
Bl 3.00 o8
SFC1 400 .132600E Mz
=2 - Pratessing parameters
=i 16384

s 4001300095 MHz
WEIW EM

Y] Q

B 0 10 bz
B ]

20 1.00

10 NMR plot pacameters

% 2000 cm
CY 1050 cw
ELE 15,530 ppm
F1 A201 .37 Hz
F2pP =0 500 ppm
e -200.07 Hz
FEMCM 0,550 pprsom
HZCM 220 07152 Hz/om

S26



C13 scectrum of
e o o O Dy o m [N LY
N !ﬁl 0 (S} o Dj C? (Faj [ (5
Ei ou ach oo W [ I e e L | Cu o
o 2 m fa VN o] =~ = [~ M~ ats ]
ol - —
| L\J / ;
: \
L %
f
OH
SV
0]
8a
|
|
'l_l_V_:"_ 1 e b I | F | T T T ‘ I 1 i = ¥ W "—|—|—|—v—'
ppm 200 13 Tty 1eg Z5 50 b

Current Data Farameters

HAME Ethanc thip
Z¥PHD 2
SROCHD 1

S2 - Acowisitior Farameters

Jate_ 20051627

Time 14 .50
TNETALM SUBCE
FARRHD 9 mm BRO B 1M

2U| PAOE 790037

in BA536
SOLYENT Cocl3

NG 9

DS ¢

ShH 25125629 Hz
FIORES 0.3E3387 HI
AQ 1.3042164 ser
RE 192

(W 19.900 usec
aE b 30 usec
TE 300.0 £

q 1.20000005 sec
dil 0.03090000 sec
dat2 0.ODDAZEH0 sec
s======= [CHANNEL f1 =

NUCT 13C

21 10.80 user
T | 7.00 of
S0 100.6242595 MHZ
w=n===== CIHAMN[] f2 =
CPORRGZ LEFR 5[]

NUCZ iH
PCAD2 G006 user
PL2 3.00 0B
PL12 21,83 0B
8 4,8 0B
SFa2 4001318000 MHz2

kg - Processang parameters

EH 327hHE
5F 00 E12B120 MHZ
HOW EL
556 0
) 1.00 4z
SB i}
Bk 1.40

10 NMR plot narameters

jet & 20,00 om

S 1250 cm

G U 220.000 ppm

=t 2213482 He

=3P 10,688 pom

=g -1075. 30 Hz
SHMCM 11.53438 ppmsca

HIm 1160 20E23 Hz/cm

S27
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MAME fam-150 HTq
H spectrum of EXFNO 2
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Al 1.3BE4756 sec
OH 26 22.6
S B B3.400 uses
OE B.50 usec
0] W/ TE 300.0 K
a1 150000000 sec
8b
FE===== DHANNEL:fliisze====n
NHET tH
21 10 .10 usec
FL1 3.00::dB
SF £00 1328108 MHz
£ - Precessing gsrameters
a7 163684
5F A00_ 1300086 MHe
HOW EM
558 b}
. LB G.10 he
B o
20 1.00
1D KMR plot parameters
o4 23.006 cm
oY 10 .20 cm
| F1P 13 800 ppm
i Lo 42071 37 Hz
—_— i Lw ‘-LJn—— ot L*—~— —_— sap -0.50G pon
e -200.07 Hz
| i [ I DPMCH 0.55000 prmicm
/ I A f Y i HZLM 220.07152 Hz/cm
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= e e TR b
Lo P} I~ [eellns s}
2 = e Zks il
el 9 |D‘ = ey
'I\I]'T_I_I"lll'ITT'l_[""IIr'l_l_r_\‘llIY"I_F_II'rl""I_'I|'ir".’TTI|IY"_l_l_['{_lII""TI'II"l"[_l_\II:'!'_l_rlil|||||r|‘lrlllll\‘l—l_rlll'\'_l_l_:lli'T_

opm G g 7 a3 5 4 3 2 1 ]



2] b T B o B e S S Y o T S e B 5 i} ol o
m — 0y = M ~ O 0D P~ Ta i
o — ool s slilso N Lo} o) I~ [~ o =T ooy
o o] L T Y A R VR o Y| [ T A a2} oo
U — o e e o
OH
S\r
(6]
8b
|
i
{
L
’ J J
|:III||I '| _l_"_l_'_'l_' | IIIr r‘v—|—|—r| |I
pom 200 145 15 125 00 75 an =0

Current Oata Parameters
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=2 -~ Acguiziticn Pacareters

Jate_ 20063326
Tipe 16.14
INSTRUM spoct
SHOBHO & mm BB BB-11-
2LFROG Zopsin
0 ESS3E
SOLVENT CoCl3
NS 174
[ i
SHH 25125 623
FIDRES 0.393337
A0 1. 3042964
AE B2
Jh bg= 18- [v1i]
ac £.50
TE 300.0
at 1.200G0005
ati 00300546400
112 0.00002040
= [HANKFL ft  --=
136
10.ap
£.00
100, 6212999
ey e
CPOBRG2 waltz1g
HUCZ 1H
ACPO2 90,00
Sk 3.00
32 £1.83
s ks =4 B0
SFL2 A0 . 1319000
=2 - Processing caramet
51 32758
SF 100 5127574
Wi FH
5354 a
LB 1.02
CB bl
PC .40
M1 MWR plot paramelers
Cx 20 07
oy 10,08
S1R 220006
=] 22134 B1
=P -10.00C
-2 1008 13
APMCM 11. 50000

1ZCHM 1157 . G4700

SEC
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dB
b
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H spectrum of ZXPAD 2
ROCHO b
[y R e A T o [=a] =T —
=] g FE rr‘? % E g S % i -2 - Atpuisition Parameters
a CAN A B .0 B o 0 B S RN S ¥} - =T = =z
o S : 7 Jate 20060528
|t e O ot e oy -
P I ime 14.45
: INSTRUM SPECL
/ ’ : SU0BHG 5 mm BEO BE-1H
! ' 01 PRGG 2430
o 1B3B4
SOLYENT ChC:ia
NE 16
L =
SHH 58055 204 Hz
“:0RES 0_3BE318 Hz
OH A0 1. 3BB4A75E sec
3G 101 &
S T B3 200 user
T< by G.50 user
9] TE 306.0 K
8c 11 120000006 sec
======—- CHAMNEL f] ====-—=-
HUCA 1H
1 10.10 ussc
| 3.00 4B
SF01 AQG, 1326008 MHz
“2 - Frocessing parameters
= 1B3E4
5F 400 1330291 MH7
W EH
558 o
.B 0.17 Hz
B i}
2L 1.00
10 NMR plot parameters
Cx 20 G cm
27 W0ah ocm
1k 10520 ppm
j JI £ 4201 37 Hz
gl ; el T S Tor -0.506 ppA
£3 =200 07 Hz
| | ”. | I SPMCM G.RR000 ppniom
i ! | ;\ HZCH 220 07152 Hz/ctm
i ! u [io] [
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"!_I_l_-'l"l fI‘:'IIlI'IIIIII'iIl'IIII'I:!I\"l||I|r|'I'II\'III:II‘FTT'I_F_.'l—l_I_I_T"["I'fIIl‘\'lflll'—l'_l_l—l—f"r'l\IIIII|II|I|Tl['T"|'|'T'!'T"
ppm a a 7 5 5 4 3 2 1 0



S31
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- =] iy 2] @ Cuerent Dgta Parameters
ury x5! w o (8] HAME gair-pren HT k2
=t = e o & SXIG 3
:. SRACN] 3
i P2 - ACnquisitian Paramsters
Gats 200ECGRR
Tt 14,48
THSTALM Specl
“HOBHE: 5 mm BEO HUE-1H
“ULPE0G 290933
10 35536
SOLYENT LOCi3
NS B0
a5 a
OH SiH 25125 626 Hz
S FIOHES 9.383387 Hz
A 1.3042164 5oz
o T< ac ALGE
! Jdn 12920 usas
8c B4 6.30 usec
TE J00.2 K
i 1. PRO00GES sec
111 2.030000C0 sen
a1e 2.0GCI2000 =sec
= CHAMNEL {1
10,80 usec
F.00 aB
SFO1 106524290908 M4z
= === CHANKEL fZ ===
CPOPARE Walitzis
R H b=
JCppz
g
SLLé
Z1943
SF2 4701319000 MkZ
-2 - Propcessang parameters
51 2 /EE
5F 00 BI27SEE MHz
! LW E#
! ]
i : i 1.00 Hr
i i 0
i 1.42
10 kMA plct peraneters
s e & 20,
oY 12.5C r
! oH AN ZOMECTE o 1 H 1 I 1 3 T T T T T T | 1 1 1 1 H 'I‘—_r_|_—y_|—I S R I 1 1 i [ 1 -l T & FjP 22000 ppm
Jpm 250 Sl 120 125 100 75 L 2= ) 1
2P
i

Jupry 1150300
470M 114 GAEER




S32
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| 2LARNG 2530
m 16384
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| g b=}
| a5 (o]
| IWH 3995204 Hz
OH Q : TIORES D 365918 ne
S i AG 1.3JE6B47356 =aC
f BiH] 322 1
(@) o B3 400 usag
8d 3 6 30 usec
TE co.0 K
J% 1. 20000000 sec
=======u [hANNEL f1
k. (¥10%1 it
21 10,19 usec
E(S| 3.90 a8
ZF01 400 132R0GY MHZ
T2 - ProCassing paramecars
3L 163824
3F 400, 130003 Muz
| L £M
] 530 3
4 Sy
5B a
aC 1.00
10 MMH oigb parametars
X 20.00 cm
oY 16.30 cm
iR 10 300 pam
bt -1 4201 .37 Hz
A E =2R -3 S0 pom
[ H =2 =200.07 Mz
JL 2OMEM 0 33008 apmscm
o 2ICH 22007152

Hrfom
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=) STPw 410 P T o [ e ] cu
= ™ il e iy curront Data Faramelers
a - [ s m s u v m R o B ) o oo MAME sam- S Begy ] -HI-H1
o =) [Sa i B VI YRR ST RV o TR o M P P e ™
rlu L B e e St S EXPKC 4
K ! ) \ | | AROEND 1
; 5 /
. 3 N e i
i L] i _ .
i 1 : SF - Atguizitaon Perameters
: Jate_ 20060528
Time 13,10
L1HS THUM SRECT
SA0RAD 5 mr B0 BB 1H
=11 PAOG 2gpn It
il B3536
SALVERT cooa
0o
0

25128 625 Hz
G .JH3387 Hz
i 3042164 sec
AGYE
19,900 user
E.50 usec
Joo.0 K
LEROOON0Y seg
03000000 sec
0oCoE00d sec

OH

ad

[ R

== CHAKMEL {1

b
Waitzlih
NLIGE iH
B 5000 usec
aLe 3.00 cB
gz 2 B3 c3
113 24 8o o3
SF0P 4001319690 MH:

=2 - Frocessing pasarsters

il
e
A0k
358
_B
58
=

20 WA plot parameters
o3 Ab.0G ¢
2.5

L A [ i 1 L . e Y s A A s ot S R S B 1 1 (N A A T T T | 220,000
zpm 2 L5 158 129 100 75 = 25 o 2134 b1
-10.000

ce -1006 13

AN LU0an
4irM 1157 HAFEHRH
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F‘-“.“JDZ'!'DI!JILCHCJ‘H'Q-;\‘::W“.T“IT o]
= H O R BT I T O R Bt T ke T2 - Acquasition Jaramelars
2 Br Bw bw B e e e e e e - sats 20030215
: | Time 15048
| INSTRUM e Tl
| JACEHD S mm 580 BE- M
FULPROG 13930
T 13384
SOLVENT T
NZ e
: 25 a
SWH 3395, 232 m
OH ~iDRES J.363918 4z
S a0 { 3654756 sec
3G 6451
o) T 330400 use:
JE 7 50 uses
8e
F2 - Brecessing paramecars
51 16384
SF 4001300095 MHz
WOW Y
358 3
_B 3.10 Az
sd a
I (L 1.00
3 ; 1D NMR plot parameters
J & 20.00 ¢a
i Lok & 30 00 o
: R 10,500 opm
] . . 1 4201.37 Hz
J¥ “ oy —ﬁ—-——/‘L ey ; - =2p -3.5C0 gpm
=3 -Z00G.0b Mz
/ u ‘}E /l.\ AEMEM 0 5002 somscm
e HZCM 220.07150 Hz/cm
e [onim [c w\
f ] | K] jaul
5 aif= so.‘ a1}
g iy s -
‘lﬁ”l'-|||r|1||||||.|4|a[||-r"||||||r||..|.||r|||1|r||r¥r||-\llr-|||r|lrrrll||.||r|[r||-||||i|||-r|||||]’.|rr
npm S 4 2 ; o



- -
fa ra f - 3
.7 B8 ey RH2R
z 3 saEREEc g Sk
i 1:"k; ; [ A
1 \\ NV
: 1 i
OH
(0]
8e
s T -
[ i T T T T — 1 7 T — 1
ppm 179 13Q 125 100 75 50 23

Currant Jata Saryagters
MR Feaxg-38 013
ZtPng !
Aa0CHG i

F2 - acguisition P ameteny

Oate _ 2D0E03 18

Time 15.21

NS T A apernt
FRGER] 5 mm 280 AA-H

A, A0G 13pg 30

] 43336

S0 YENT CoCLy

NG 183

15 a

UM 23135.529 Ht

F IBRES 2.3193087 Hz
it} 1.30%2164 spg
G : 4036

1] 1%. 34 user
113 30 user
g 300 .4 x

il 1. 20000005 sec
dit T 03000000 sec
412 0.00002000 sec

remmawan CHAMMEL 1 =+aaraas

UG L i3C

1 10.80 user |
Py T.00 a8
SFay 100, 5242995 HHr

rvmmmmww CHAMKEL [2 asvanasa

CROPAG2 =3Itz 16
MIC2 iH
PCPD2 59000 user
M2 3.00 a8
e 21.83 af
] 24 A0 o8
a2 400 1313000 WMz

F¥ - Procassing paramsters

51 12768

SF 100 . 5127844 MK
L] EN
558 g

K | 1.00 He
] 1]

e - 1,40

10 MMA piot pacsmeters

o 20.00 <=
cY 11.90 cm
Fip 210 000 poe
fl 2112868 Mz
Fip -0 006 pow
£2 -1006, 13 Hz
b o] 11 MY pomdcm

HICH 1106 74060 Hifcm
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H spectrum of
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%_ T T T T 1M MM U Og 00U Ol 0 e e D O T T T T T M
F3C
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1
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-
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-
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pm B 6 4

na —

1.257

NAME CF3medalate
ZXPND 1
SROCHD 1

F2 - Acquisition Parameters
Date_ 20051213
Time 12,41
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30

D 16384
SOLVENT Cocl3

NS 20

DS o]

SWH 5995.204 Hz
FIDRES 0.365918 Hz
&0 1.3664756 sec
RG 322.5

D B83.400 usec
DE .50 usec
TE 300.0 K

01 1.50000000 sec

== CHANNEL f1 ==
1H
10.10 usec
3.00 oB
SFO1 400, 1326008 MHz

F2 - Processing parameters

51 16384
SF 4001300099 MHz
WKW EM
SSB 0
L8 0.10 Hz
58 0
aC. 1.00

10 WNMR plot parameters

Cx 20.00 cm

cyY 9.00 cm

F1P 10.500 ppm

F1 4201 .37 Hz

F2pP -0.500 ppm

F2 -200.07 Hz
PPMCM 0.55000 ppm/cm
HZCM 220.07152 Hz/cm
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C13 spectrum of
’ U0 D M) D s s 00 O D Ul (YW (O 0D Y S 0Oy u
R - R e i i e L R R u Current Data Parameters
= T e O O OO D MO0 M~ WD) W ) 0l M~ e oM ™ HAME 050627 . 4-CF3-amioe
=Y e B B Bt s e T I I A VI S =T EXPNOD 2
B T T T e B R T e -t
PROCND 1
\ / / , F2 - Acguisition Parameters
Date_ 20050630
Time 16.25
INSTRUM spect
PROBHO 5 mm BBO BB-1H
FULPROG zgpg30
TO ES536
SOLVENT CDhC13
NS 1408
os 1]
ShHH 25125.629 Hz
FIDRES 0.383387 Hz
OH A0 1.3042164 sec
H RG 4096
rq oW 19.900 usec
DE 6.50 usec
TE 300.0 K
O o1 1.20000005 sec
a11 0. 03000000 sec
F3C 9 312 0.00002000 sec
======== CHAMNEL f1 ==
NUCH 13C
2 10.80 usec
PL1 7.00 dB
SFO1 100.6242995 MHz
CHANHEL 2 ==m===c=
waltzib
wNuc2 1H
aCcPD2 an. 00 usec
Lz 3.00 oB
PL12 21.83 dB
PL13 24.80 dB
SFO2 400. 1319000 MHz
F2 - Processing parameters
s1 32768
SF 100.6127706 MHz
WDW EM
S55B ¢}
Le 1.00 Hz
GB o
ac 1.40
_J ' J 10 NMR plot parameters
R A By hpobi - M il ajentbrsh - ox 2000 em
Cy 30.00 ¢m
: v - - .  —— e T T T T [T T s e —— 710 24D.000 ppm
ppm 200 150 100 50 0 1 24147 07 Wz
2P -106.000 pom
£, -1006.13 Hz
ORHCH 12 50000 ppm/cm

H7CM 1257 B5967 Hz/cm
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Current Data Parameters

Integral

=]
h=}
El

NAME AClmede 11cBnamide
H spectrum of EXPND 5
PROCNO 1
e LSRN ey T~ B8NZw F2 - Acquisition Parameters
MMM O UUNNN = =0 A s Date_ 20050319
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
D 16384
SOLVENT CDC13
NS 8
0s 0
SWH 5885.204 Hz
FIDRES 0.365918 Hz
OH H AQ 1.3664756 sec
N AG 362
oW B3.400 usec
DE 6.50 usec
O TE 300.0 K
Cl D1 1.50000000 sec
10
======== CHANNEL f] ====a===
NUC1 1H
P1 10.10 usec
PLY 3.00 oB
SFO4 400. 1326008 MHz
F2 - Processing parameters
SI 16384
SF 4001300102 MHz
WOW EM
S5B 0
LB 0.10 Hz
GB 0
PC 1.00
10 NMR plot parameters
Cx 20.00 cm
CY 9.00 cm
F1P 10.500 ppm
' ) F1 4201.37 Mz
e ; _ S F2p -0.500 ppm
k F2 -200.06 Hz
PPMCM 0.55000 ppm/cm
HICM 220.07150 Hz/cm
| = ™ o - @
@™ m (] (=] w
|~ ™~ [=1 ™ =1
= | o [ (=] (n)]
M~ rv< o -— rﬁ [
rfrTT'l TTITT T T I r T T Ty T oroTrTT I LINL I B B I i I e e I e ¢ 'I'I‘[ AN B B B e S B B e B I I e IT'I"I'_l_T'l LI [ I O TITT_F'T_J_I_FI T T TTTTT71 YTl_l_I'r
8 B 4 2 0



a
OH
(@]
Cl
10
- ‘l—l—Y—l—ViT ] T
ppm 200

—171.96

137 .95

137 47

= 134 25

128.73

1eB.89

127.98

127 .80

127.5¢

125

77.32
77.00
76.68
73.38

43.7°8

wurrent Qata Parameters

HANE ACimedelicBnamide
EXPND 2
FROCN] 1

F2 - Acouisition Parameters

Jdate_ 20050225

Time 23.24
INSTRUM SpECT
PROBHO 5 mm BBO BE-1H

ALY PROG zopgll

a B3936
SOLVENT COC13

HS 345

NS 0

SWH 25125 629 Hr
FIDRES 0.3B33687 Hz
i) 1.30421b64 sec
a6 4096

W 15.900 usec
i3 6.50 usec
TE 300.0 K

o1 1.20000005 sec
o1 0. 03000000 sec
oig 0.00002000 sec

= CHANNEL f1

13C
10_BO user
7.00 OB
100 6242935 MHz

=== [HANNEL fg ===
CROPRGZ wzltz16
NUCZ 1H
RCPO2 90 .00 user
PLZ 3.00 dB
FL12 21.83 dB
FLI3 24 80 dB
SFD2 400 . 1319000 MHz

F2 - Professing parameters

5E 32768
5F 100,6127759 MHz
HOW EM
558 0
LB 1.00 Hz
GB ]
PC 1,40

10 HMR plat parameters

w3 20.00 cm

Cx 10.00 cm

Fip 220.0600 ppm

F1 2c134.81 Hz

Fap -10.000 pom

Fe -100B .13 Mz
PPMCM 11.50000 ppm/Tm

HEZCH 1157 .046HE Hz/tm
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Current Data Parameters

S40

NAME 2-Me-Medaliamide
EXPNQ 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20050213
Time 23.40
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG 2930
0 16384
SOLVENT CDC13
NS 8
0s 0
SWH 5995.204
FIDRES 0.365918
AG 1.3664756
RG 90.5
DW 83.400
DE 6.50
TE 300.0
01 1.50000000
======== CHANNEL f1 ====
NUC1 1H
P 10.10
PL1 3.00
SFO1 400.1326008

Hz
Hz
sec

usec

F2 - Processing parameters

SI 16384
SF 400.1300088
WOW EM
5SB 0
LB 0.10
GB 0
PC 1.00

1D NMR plot parameters

Cx 20.00
cy 10.50
F1p 10.500
F1 4201.37
Fa2p -0.500
F2 -200.06
SPMCM 0.55000
HZCM 220.07150

MHz

Hz

cm
cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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ppm 200 150 100 a0

Curcent
NAME
FXPNO
PHROCKNG

Fe - at
Date_
Time
INSTRU
PROBHD
PULPROL
10
SOLVEN
NG

CPOPRG:
NUC2
PCPOR
PL2
PL12
PL13
SFR

F2 - #
51

SF

HOK

s3B

LB

GH

RC

10 NHR

CY
F1P
2P
TPMCH
-1ZCH
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H spectrum of
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Current Data Parameters

NAME 050520.2-Cl-amide
EXPNO i
PROCND 1

F2 - Acquisition Parameters
Date _ 20050520
Time 15.07
INSTRUM spect
PROBHD S mm BBO BB-1H
PULPROG 2930

o 16384
SOLVENT coci3

NS 16

DS 0

SWH 5985204 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 161.3

Ow 83.400 usec
DE 6.50 usec
TE 300.0 K
01 1.50000000 sec
s======= CHANNEL f1 ========
NUC1 1H

P 10.10 usec
AL 3.00 oB
5FD1 400. 1326008 MHz

F2 - Processing parameters

51 16384

SF 4001300099 MHz
WOW EM

558 0

LB 0.10 Hz

GB 0

PC 1.00

10 NMR plot parameters

Cx 20.00 cm

CY B.0OD cm
Fip 10.500 ppm
Fi 4201.37 Hz
F2pP -0.500 ppm
F2 -200.07 Hz
PPMCM 0.55000 ppm/cm
HZICM 220.07152 Hz/cm



C13 spectrum of
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Current Data Parameters

NAME 05041 72chloreanide
EXPNO a
FROCKD 1

F2 - Acguisition Parameters

Date _ 20050412

Time 16.03
INSTRUM spect
FHOBHD 5 mm BBO BB-1H
PULPRCG 2gp930

10 69536
SOLVENT CDC13

RS 220

b5 0

SWH 23125 ba9 HZ
FIDRES {.2383387 Hz
L 1.3042164 sec
RG 4086

[} . 19.900 usec
a3 6.50 usec
TE 3000 K

01 1. 20000005 sac
a1t 0, 03000000 sec
di2 0. 00002000 sec
s=ammnzs CHANMEL 11 =

NUCA 13C

M 10 B0 usec
PL1 7.00 dB
SFO1 1006242955 MHz
======== [HANNEL {2 ===
CRDPAG2 waltzib
HUC2 iH
PCRD2 40.00 user
PL2 3.00 dB
PL12 21.83 0B
PL13 24 .80 dB
5F02 400, 1319000 MHz

e - Processing porameters

S 32766

SF 1{0) 6127744 MHz
NOW EM

55H o

LB 1.00 Hz
GB 0

PC i.4a0

1D NMR plot parameters

LXK 20.00 cm

Y 12.50 cm
FiP 210_000 ppm

F1 21126 .68 Hz

Fap -10.000 ppm
F2 -100B.13 H2
PPMCH 1100000 pomfcm

HICH 1106.74048 Hz/cm
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Current Data Parameters

NAME 050413. inaphamide
H spectrum of EXPNO 1
PROCNO 1
= 2’88EG%@%%gﬁ%’&“r‘i’f&%%ig%ﬂg%%@fg;%& F2 - Acquisition Parameters
& -—-mwmmmmmmmv-:rmmmm---—--wcqmwvvv-:rmr'jc) Date_ 20050414
a l]ljl‘:-?;-r'-l".--bl-\r:-\l‘rrrr\hr\-r\r‘\r‘hhl‘\hhmmwﬂ'v"ﬂﬂ‘ﬂ"ﬂ"rm Time i7.47
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG 2930
TO 16384
SOLVENT CcDC13
NS 16
Ds 0
SWH 5995.204 Hz
FIDRES 0.365918 Hz
OH H AQ 1.3664756 sec
N R6 143.7
oW - 83.400 usec
\ DE 6.50 usec
O TE 300.0 K
D1 1.50000000 sec
13
===ss=== [HANNEL f{] =s=s====
NUC1 iH
P1 10.10 usec
PL1 3.00 gB
SFO1 400. 1326008 MHz
F2 - Processing parameters
SI 16384
SF 400. 1299967 MHz
WDW EM
558 0
LB 0.10 Hz
GB 0
PC 1.00
. 1D NMR plot parameters
Cx 20.00 cm
) cy 8.00 cm
- ) Fip 10.500 ppm
Fi1 4201.37 Hz
Fap -0.500 ppm
Hk 1 F2 ~200.06 Hz
PPMCM 0.55000 ppm/cm
HZCM 220.07150 Hz/cm
- ajljlolujojolo [Te] < o [=]
2 el = ~ s S =
& nilslo|—|o|w = [ts] o [Ta]
3 il el i G e R I ! o S| |o
= of||l=|jcu|—|—]|— o =] o o
F } T T T I T T T I T T T { T Ll T I T T T I
ppm B8 ) b 4 2 0



C13 spectrum of
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Current Data Paraneters

NAME 050415 . 1-naph-amiode
EXPNO 2
BROCND 1

F2 - Acquisition Parameters

Tate_ 20050415
Time 19,46
INSTRUM spect
PAOBHD 5 mm DRO B3-1H
PULPROG 2gpo30

10 65536
SDLVENT cac13

NS 234

0s g

ShH 25125.629 HZ
FIDAES ©¢.363387 Hz
Al 1.3042164 sac
ARG 4096

OW 19.900 usec
DE 6.50 usec
TE 300.0 K
o 120000005 sec
a1 0.03000000 sec
12 0.00002000 sec

mmmsnwzx [HAMNEL f1 ==xsazss

NUC1 13C

P 10.80 user
PL1 7.64 dB
SF01 100 6242995 MHz

szzxzrr= CHANNEL f2 seammmus

CPDPRG2 waltz1b
NUC2 1H
PCPDZ 90.00 usec
A2 3.00 o8
Pz 21.83 oB
L1 24.80 dA
SF02 400.1319000 HHz
F2 - Processing parameters
51 I27ER

SF 100 5127729 MHz
v EN
it 0

LB 1.00 Hz
GB I}
e 1.40

10 WMA plot parameters

Cx 20.60 cm
Y B.00 cm
Eip 220 00D ppm
Fi1 22134 .81 Hz
Fep -10.400 pom
F2 -1006. 13 Hz
FPMCH 11.50000 ppmicm

HICM +157 04586 Hz/cm
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Current Data Parameters

NAME BnNthiophen
H spectrum of EXPNO 1
PROCND 1
TOMUTNODOoODDWINTIIOSOANSTMNDNO Q= =~ ) )
e BNRlEEEITIC85883885999885 N8 5 "2 - Acauisition Paraneters
=1 R N N N R e IR T= B T= IR T= R - - - — =] ate 20050213
Time 14,34
%%f%/\/ W \/ INSTAUM spect
PROBHD 5 mm BBO B8-1H
PULPROG 2930
] 16384
SOLVENT Coc13
NS 4
DS 0
ShH 5895.204 Hz
FIDRES 0.365918 Hz
OH AQ 1.3664756 sec
H RG 143.7
S N DW 83.400 usec
\ / DE 6.50 usec
(o) TE 300.0 K
0 1.50000000 sec
14
======== CHANNEL f{ ==s=====
NUC1 . 1H
P1 10.10 usec
PLY 3.00 a8
SFD1 400. 1326008 MHz
F2 - Processing parameters
51 16384
SF 400 . 1300088 MHz
WOW EM
55B 0
LB 0.10 Hz
GB 0
PC 1.00
; 10 NMR plot parameters
Cx 20.00 cm
F CY 8.00 cm
( Fip 10.500 ppm
J ' L Jl 1 Fi 4201.37 Hz
— = FeP -0.500 ppm
Fe -200.06 Hz
PPMCM 0.55000 ppm/cm
HZCM 220.07150 Hz/cm
® > S| o|S|D = u
5 UM oufod = =2}
2 cele|ele S S
s Ll T I e - ou

S L T T T T L B T T T T T

h=]
h=]
3
m
[a)]
I o—
[a¥]
[T



ppm

171.20

—142 .34
——137.45

128,69

C13 spectrum of

[l = B
o wm o o
[ e ar s B (s}
U ndood
e o

77.32
77.00

76.68

T 70.10

- 43.49

e

ppm

T
200

Current Data Parameters

NAHME BnNthaophen
EXPNG 4
PROCNO 1

F2 - Acquisition Parstmeters

Date _ 20050213
Time 14.42
INSTRUH spect
PROBHD 5 nm GBO BB-1H
PLYLPROG zgpg30
0 65536
SOLVYENT COC13
NS 941
D5 0
ShH 25125.629 Hz
FIORES 0.3B3387 Hz
AG 1.3642164 ser
RG 4096
DwW 15.900 usec
DE 6.50 usec
TE 300.0 K
n{ 120000005 ser
di 0.03000000 sec
412 0.006002000 sec
= CHANNEL f1 ==z=====
13€
10.80 usec
7.00 48

100.6242995 MHz

=s====== CHANNEL {2 ==v=====
CPDPRG2 waltzin
N2 1H
PCROE 90.00 usec
PL2 3.00 dB
PL12 2%.83 B
PLiZ 24 80 dB
SFO2 4001319000 MHz

F2 - Processing parameters

51 32768
SF 100 6127792 MHz
wWDW EH
558 0
iB 1.00 Hz
GB o
PC 1.40

10 NMR plot parameters

e 20.00 cm
oY 12.50 cm
=P 220.000 ppm
"l 22134 By hz
2P ~10.000 ppm
=2 -1006. 13 Hz
BPHCM 11.56000 ppm/cm

Brin 1157 _D4B6BB Hz/cm
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H spectrum of
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Current Data Parameters

NAME cinamylmedelate
EXPNO 1
PROCND 1

F2 - Acquisition Parameters
Date_ 20050404

Time 12.06
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG 2930

0 16384
SOLVENT CDC13

NS 1B

Ds 0

SHH 5985.204 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 128

OW B3.400 usec
DE 6.50 usec
TE 300.0 K

D1 1.50000000 sec
======== CHANNEL f1 s=======
NUC1 1H

P{ 10.10 usec
PL1 3.00 dB
SFO1 400 . 1326008 MHz

F2 - Processing parameters

51 16384

SF 400.1300091 MHz
WOW EM

SSB 0

L8 0.10 Hz
G8 0

PC - 1.00

10 NMR plot parameters

[0t 4 20.00 cm
cy 10.00 cm
F1ipP 10.500 ppm
F1 4201.37 Hz
FapP -0.500 ppm
F2 -200.07 Hz
PPMCM 0.55000 ppm/cm
HZCM 220.07152 Hz/cm
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€13 spectrum of

ur - MM DT T MM oo )
Qs 00O Wwn S ~u mo o~ o Current Data Parameters
S m ~ m (\j m m r-— r\. r- (D uw [ 1= B A T [32] NAME cinamy lmedelate
=1 P~ [ar B o B o B AVAR S VAR S VRN o VI o VR AV RN | [ = EXPNO a
- R e e e e IR I
PROCND 1
l‘\\\\!%‘ W/ F2 - Acguisition Parameters
Oate_ 20050404
Time £1.45
INSTRUM spect
PROBHD 5 mm BBC BB-1H
PULPROG 2gpg30
A Y 65536
SOLVENT CDE13
NS 181
05 0
SHH 23125 629 Hz
OH FIDRES 0.383387 Hz
H An 1.3042164 sec
N RG 095
OW 1%.900 usec
le) DE 6.50 usec
1E 300.0 K
15 o1 1.20000005 sec
d11 0.03000000 sec
d12 0.00002000 sec
P1 t0_B0 usec
PL1 7.00 08
SFO4 100.6242895 MHz
CHANNEL f2 ==
wattz1b
H
80.00 usec
3.00 dB
21.83 o8
24 _H0 dB
4001313000 MHZ
F2 - Processing parameters
SI 3376R
SF 100.6127636 MHz
HDHW EM
558 0
LB 1.00 Hz
GB 0
PC 1.40
iD NMR plot parameters
e " » . ey Ny - b o [ 2000 cm
Y 12.00 cm
T ; T I LN ¥ ror F o cT T ”‘I" T T T T I T T T T I T ¥ T T ; 13 T T T I T F!F 240000 ppm
175 150 12 100 75 50 25 0 F1 24147.07 Hz
F2p -10.000 ppm
Fe2 -1006 .13 Hz
PPMCM 12.50000 ppm/cm

HICM 1257 65979 Hz/cm
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9 8

i MAME sam-HT-4nitro
H spectrum of = Vil 1
FROCKD 1
g O g = c
= 2 Cop I =2 = at] L2 - ACnuisiTion Parameters
a A ~ J: Jake_ 20060309
o0 o M ul wm i "OE
| ) k | IJTE' 12
3 -l ThETRUM SPECE
\[f \\I; IROBHD & mm SBO BB-1H
HLLPROG 730
T 16384
SOLVENT COCl13
NS 1
a5 a
OH SHH 5895 . 204 -z
S £ IURES 0 3B A
7< AQ 1. 3664756 sa¢
o a6 71.5
O2N ! B3.400 usec
16 0 £.50 usec
TE 300.4 «
Y| § 86000000 sec
======== [HANMEL f1 =:i=====
NUCH 1H
=1 19.18 usec
2L1 3.00 dB
3FOL 400 13268006 Mz
s7 = Processing parameters
51 16384
ES 4001300095 MHz
AW EM
253 [}
B 1.10 Hz
B [}
EiE L
10 NMR plot parameters
X 2000 ©n
L 23 B.O0 Cm
21p 10500 ppm
I = 220137 Hz
4 : =pp -0.520 per
2 20007 Hz
| I PHCH 0 55000 ppn/cm
/ \ / 4ZCH 220.07452 Hedem
I g
j o el n
:I|'I\I""'T'\'I|III||i||\!'r|||\||.' -\III'II|I‘ll".fl\'[lll!\I'lI'I|['[III‘IIT[—|_|_|-_|_|_Y_‘_|—-T”|‘\|
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2004z
et FEIRE,
T 145,40

S51

el DPTLLE U UL

= =T D 0 & P o
ik ST e e 3 i Current Caka Parameters
I~ 1 oG ™~ = 0 o m WaME sar-HT-4n1tro
e b o B 5 i o SHRME z
| | i § JROCHD ;
|
| ! =2 - hcguisition FParadeters
Jate_ =0CE0309
Time 12.09
INSTRUM Spect
PROBHD 5 mm B30 B9-1H
FULPROG 20pos0
L] B5536
SILVENT ChCI:
45 AA
15 i
SHH £3125.629 Hr7
FIORES 0. 383387 Hz
A (302164 sec
AG Jrg2
0w 19.90C usec
JE E.580 usec
TE 300.0 €
b 1.20Q00005 sec
111 003000000 sec
412 G.00G0Z000 sec
======== CHANNEL f1 =
WUCT 13C
25| 10.B0 usec
a2 7.00 d8
SFOY 100.6242995 ¥Hz
== CHANMEL 3 -
waltzlt
1A
30.00 usec
3.C0 dB
21 .63 dB
| 24 B0 OB
i 4001313000 #kz
s2 - Processing parameters
31 32768
3F 106.6127799 Mi:
Lin]] E™
558 ful
L} 1.GC HF
58 G
25 143
N . " - 10 NM3 plot pacameters
f by 20.00 on
e E.O0 cm
1 r T T T B 2 1 h T T T 1) L T T T ' 1 | =1p 239,397 pEn
125 100 iz 5 23 o} 71 24085, 36 Hz
=2r =10 N0% ppm
2 -1006 .13 Kz
M 12 463E3

4ZLH 1254 E2aET
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OH

17

H spectoumr of

[
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{93
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1.4484

" o

b (=]

e

R ELTLY L= IR R I B W
CEPNC 1
ARQCME 1

2 - dcguisliiin iErareters
Jate_

Time

THETR
SR0REE: & oo
2JLPRCE

Ta

SOLYERT

H5

35 0
SWH
TTORES
a0

S5

W

JE

(k¥
i

USEC
LUSRC

SCC

=i 1910 user
e 300 B

i [
5
2C 1:5E

10 NMS plot parsneters

Cx

S oppmSom
Hz v
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= WO Dt M = J 3 U (pN]
o ~ 22U o) SRS Ty ) Curreal Data Farameters
I=h — [~ =r &0 o P~ o [yl HAME zam-A-Crlors HI
e 2 [ S g Y B gV ] S T s P ~ (q¥] i
ol — o o, ZXPND 1
i | ) L sl al ! FAOCHD 1
L X :
| ‘] ) : F2 - Acgaisitign Psramoters
Date 0062412
Time 22.40
THSTRUM spect
SROBHU S mm BRO BE 1H
JULPHOG Zopg3n
Ta 65535
SOLVEN: 40013
N3 729
s g
SKH h125 528 Hz
=1DRES C.363387 Hz
All 1.3047164 sec
OH = B19?
S O 19,800 ussc
oE 6.50 user
TE 300.0 K
O 11 1.20000005 sec
Cl 311 003006000 seC
17 1z .00002000 s&c
= == [CHAKNMNEL f1 ===- ===
MUCE 130
H1 10,60 ugac
a1 [.00 aB
3FOL 1006242985 Mz
e = CHAKNE. f& ===
CPAFAGZ wallz i
WUCE 1H
ACPN2 9000 user
BN 3.00 R
1 M2 21 .83 aB
? a3 24.80 g
i SFCP 400 31E00D M
" 3|'r.|-:.=551nq oararebers
327ER
1300 B1EFT0E MH?
e
_U
1.00 Nz
JE: 1.40
Ir.
T L3
K | i = | 1 & 1 1 1 :
o a i 22131.31
S =10.0CD
5 -1005.13
~“PMCH 1120000

M 1407 (TARER
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“AME sam 4-Me-Hi
H specirum of ZKPNG 1
SROCNG 1
M oy 2 Mmoo - M m
D O ) s = Fam i) [
LI_EI f“n“] L[r\_-) (':’\] C-__‘n 35 T“D“‘ g Q =2 - Acquisition Parameters
o wl ml 2T At o - 5 Jate . 20060311
) Time 11.37
i INSTRUM spect
N// i SROBHD 5 mn BBO BE-1H
' SYLPROG 2g3t
s 1£:384
OH SOLYENT CoC13
S NS 156
oS il
(@] SWH 5885 204 Hz
F1ERES 0. 365515 Hz
18 4G 1 SEBA7TSE ses
"G 5747
W B3.400 usec
GE 6.50 usec
TE 300.0 K
m 1.500G0000 sec
======== [HANNEL f1 ========
HNUCA 1H
Lok} i0.10 usec
(i | 3.00 oB
5F01 400 1326008 MH:
72 - Processing parameters
5T 16364
5F 400 130385 Mz
WO £M
| 55E ]
_B 040 H#
B G
2E 1.40
10 MMR plot parameters
K 20.0C cm
cY 10.50 cm
I F1e 10.500 ppm
J- c1 4201 .37 1ls
I e [N S S, 1< -0.508 pam
Fe -200.07 Hz
/- ) / ,;’L FEMCH G 5000 gomsom
i y ! '\\ HICHM 22007152 Hz/cn
o =) =] g =
E‘ gl [y} =~ [=y] =
= | ol | Lo — L [
2 ’DG_ B 5 = S|
= o ol ey ) o
||l:ll\llllllllll|||'."T—|"|‘.|'I'"II"II‘Il|-'l||'||‘I||I:rrl|IflI'I‘\|||I!\‘.-'ITIY[||1""T'['T'l\"r'1—||||||||||||||.||||||
opm E| g 7 o 5 4 3 2 1 )
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LY e T it =T s 2
L T B s M~ o A o L) o Current Uata Parameters
Do o~ oy M= M~ @D ay 1 = NAHE San-HT-4-Me
[ R RN AR AN | A =r g n
BERE | EXPMD 1
| ; [ PANCNE 1
| / 23
\ / % [ bV F2 - Acquisition Parameters
Date_ 2C0R031
Time 17.47
IHSTHLM spect
SHOBHG 9 mm BBO LBB-1k
PULPAGG £0p430
o ESS3E
SOLVENT coclz
N5 85
18 a
SHH 25125 629 Hz
=1DRES 0.3B3367 Hz
4G 1.3042164 sec
& 406 .4
Th 19.890C usec
JE 6.30 usec
TE 300.0 K
I3 1.20000005 sec
a1 0.03000000 sec
432 000002000 sec
mowme== CHANNEL 41 ========
HLCL 13C
oq 1060 wsec
PL1 760 08
5Fagl 160 5247995 MHz
smz===== CHANNEL {2 ========
LPOPRG2 waltzlg
KUC2 IH
BCPG2 90.00 usec
PLE 2.00 dB
PLiE 21.83 48
Bl 3 2480 gB
SFO2 407, 1315000 Mhz
£2 - Argcassing paramgters
51 32766
& 1906127767 MHz
) Wik Fi
i 558 o
f .8 1.00 Mz
e =] 1]
ag 1.4
10 NHR glot parameters
¥ R e T R 20,00 ¢n
2 12.5C cm
R T T T I R | 1 T i 1 1 1 i T T O T (N T typ 230,000 ppm
125 100 T 5 25 4] A 23140, 94 He
sZP —-i0 060 pom
= -100%.13 H7
APMIH 1200000 pprfor

1£0M 1207 33327 Hz/om
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i NAME sam-2 Cl-u”
H spectrum of CUPNG =
SEOCNG 1
| B I WY S g Y oo O - S e W R o (8]
L e e~ I e P U B R o I fou) o
= S0y e gl Ao e 2= e = L 2 - Acguisiticn Paramcters
o b2 i et g ol o o g e e Bl i _ Date_ 20063426
| | 1 Timg 18 2%
et INSTRUM SEECE
“ROEHD S omm BBO 5B-1k
FUL PROG 2030
0 15362
SOLYENT Cocl3
Y5 10
a5 a
SWH 5995 . 204 Hz
Cl  OH FIORES 0. 3E591B Hz
S>< &0 13664756 sec
i 114
o W E3.400 usec
A 530 vsec
E 200,06 K
19 n 1 53000002 se:
sm====== [HANMEL fi =-=====-
HLC 1 iH
P1 10.10 vsec
i 2.00 48
SFO1 400 1326008 MHz
T2 - Processing paramsters
5% 15384
SF 403 130009 MHe
WDW B
358 0
B 4.10 Hz
B ¢
e 1.00
10 NM2 plot paramesers
Cx A0.00 cm
Cr 10.%0 cm
i =R 26,500 nppm
A [ =y 4251 37 1
—= = e 2P =0.5%0 ppm
fa -200 06 Hz
i “ Il It APHCM 5.55005 pamsocm
4R ff\ & HzeH 220 G710 Azfen
S
. M|ty |D Lo
o | = o
=3 re | [ el
h —|nd =) o
& aufou [ = =
7I‘l‘|||..|III"\||J|\|l|]l|||.f||||||\|II"|||I’|||II\||II\.|||||||\I||||.||:\II‘.|\lw.l'll!rlrlT"'l_l_V_r'l'llfIW

ppm 3 f 4 2 0



pEm

Cl  OH

19

—133.75

C13 spectrum af

M= I~ o
o) o Mmoo
a) o O ™~
Ol Do g o
e g
\

=

77.32
76 .A8
49.95
29 /4

Current Oata Yarameters

MAME som-2-L3-HT
SHPHE 2
SAGCMNAD 1

-2 - Acguiziktion Paramet

Jate_ 200E0426
T1Mme 13.10
INSTRUM spect
PRIAHD 5 mm B30 BB- 1H
CUL PROG 240030
o B53E
SOLVENT CNELs
WS 172
a5 0
ShH 25125 620
P [UHLS 0.3B3387
All 1.3042154
a6 B192
N 19,900
JE B.50
1E 300.G
N 1. 20000005
411 G .23000000
dig G.000CG2000
=== [HAMNEL f1
KUC L 13C
P1 1080
PL1 .00
SR04 100. 6242995
HAHNFI
CPDPAGR
il
2CPDR
JLQ
e
I B
3Faz 400 1313000

S57

Er3

Hz
Hz
secC

useg
usen
K
5EC
sec
Sec

M

2 - Processing parametiars

L1k 32765
SF 1065127752
Wi EM
556 il
= 1.00 ¢
SH 0
AL 1.40

171 WMA plot parameters

o 20.92
2 12.50
=12 230 000
o 23140.94
» e 40 000
L -10056.13
=“FMZM 1200000

-2 1207 . 35327

leHz

om

om

Rpm

Hz

pEm

Hz
pamfom
[
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L 6 7 NAME  2-0Me-dT-H sar
H spectrum of EXE !
FROCND {
o O G R O 0 5 e S ) S -— om ™
T L S T w5 B i S o e N ) IR W ol 6 o B L ol oo
E Bl A ks et O ED'JI a g o % = = i F2 - Acguisition Paramneters
(] : 3 o enlt e ' ; : Date_ 20060226
(i e S Y S R O i Ui 1 O o B 1 SO o B ) 1) o al
L‘\'& \/ | i Time 15 B2
S, i INSTRUM SpEC!
\‘\I i PROBHD 5 mm BBQ BG-1H
FLEPROG zg30
TG 1B63B4
SCLVENT U133
NS 14
J5 [
SkH 5995 . 204 Hz
OMe OH = IDRES 0. 365216 Hz
S a0 1.366475%6 sec
RG 512
O O B3.400 use:
OE 6.50 usec
20 LS 3000 K
b 1.8000Q00C seC
=====77= DHANNEL f1 ========
§UCH 1H
o 10,10 usec
Fl 1 3.00 dB
SFO1 400 . 1326008 MHZ
F2 - Processing parangtors
5 163584
GE £00.1300095 MHz
Wik EM
S5R a
_B 0,10 Hz
5B 4]
&Y 1.00
| 10 NMR plot parameters
ox 2C. 50 cim
2.4 10.30 cm
LR 10.50C gpm
| 1 L =y 420137 Hz
. e 255 “ER -0.%00 ppm
e -200.07 Hz
1 )K Il SPHLM [ 55000 gom/cm
QA ;a5 i HZ M 22007152 Hefem
” = @ =
5 =i i U
4 = ] ~
E “—;i ;rﬂ‘ o
III'|II‘.I'"l_l_!_?_V_["'I\i\III|.'|'_|_|_l|_|_|_|_'l'l!II.'II'Ill'"—r7_|_|_|_|_|'l'Illll‘rrIT"T_!_l_l_l_.—"'l\'l|I!II‘-T||:[ITIvIIII_II'I\II[=III|i

ufulnl B g i 5} ] 4 2 2 1 i



pRmw

15

202

OMe OH

20

200

5
175

157.16

Lld speELTU

130,04

Ut

uwl oo oo - L R o S & ] a8 L o
—~ ocJ o2 Cu m — o wj in — I
o~ o = [y oo ™
o W, L _ LR T b ul = [}
s S
/ | vV, ’
1 i
|I
1
i
e LT = T Py Hnihimhaiin
T'_'_l_V_|_1 | 1 [ B [} | _V_'_l_'_l 1 ‘ 1
125 100 75 50 25 8]

furrent Data Parameters

WAME A-OMe-HT
EXPHND 1
PROCKD b

=2 - ACgaisition Perameters

Jate_ 20GED22E

Time 20 05
INSTR.M SpeECE
FROAHD 5 mm BRI BR-1H
PULPROG 7Gpg30

o £5536
SOLYENT Conlz

NS 5E

a5 1]

Sl 25129629 Hz
“1LRES 0.383387 Hz
AQ 1.3042464 ses
Al 4096

[ 19.900 usec
CE 6.50 uset
It 300.0 K

21 1. 20000005 sec
11 G, 03000000 sec
Ji12 G OBD0ZAH0 ser
s==wio o+ [HAKMEL 1 ===

NUCA 13

1 10.80 uvicc
"Ly 7.00 9B
SFIL 100.5242855 MHz
======:. CHAMNLL 2 ==
CPOPAG? waltzif
NLC2 11t
SCRD2 80.00 usec
B 3.40 g
e 21 83 au
PLIE 24 B0 ub
SFOz2 a0 1319000 MAz

F2 - PrOCESSIAG Barameters

2% 3076&
gF 100 6127782 MHZ
Wliw FmM
556 o
-8 1.00 kz
kL:] u
AL 1.40

10 NMR plot parameters

ot 4 20,60 cm

EX: 11.00 ¢m

E 239.374 ppn

il 24084 .06 Hz

£2n -1G.352 pen

et -1041 .57 Hz
IEMIK 1248530 ppmicm

47CM 18t 28149 Hzor
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WAME Eatlb =]
H spectrum of EXPMD 3
SROCHD 1
M~ ¢ O M ol M 0 M o oD ST oD 6o o o T jad] Ig]
= D uD ST M W oD oo v 1 o0 O 0d O o=— LB ‘il' [39) . .
= e ES S8 AR ReTRES LB = 3 f2 - Acauisition Paramcters
a : : Jate_ 20080327
Fo m I v S S S R T T e S LS S o Tt Bt [} —
L__‘L__‘_:_L E R o511 | Tme Buls
e e INSTRLM spect
\x\ﬂ]\l / ORCAHD 5 mm BEQ BB-14
’ AULRRDG 2935
10 153584
SOLVENT COCi3
HS BO
I35 ]
OH SWH 55905 . 204 #s
S FIDRES 0. 365918 12
40 1.36647%6 sec
e} nG 512
W] 23.400 usec
21 ok 6.50 usec
TE 300.0 K
ik 1.5JC50000 sec
==_z=z== CHAMMEL f1 s===--==
NUC1 1H
1 10.1% usec
o1 3.90 dB
SFa3 40013260068 MHEz
-2 - Process:ng parameters
5T 16384
SF 4001300099 M4z
Wk M
558 [
LB 210 Hz
3 o
=2C 1.¢00
i0 MMPR plot paranmcters
X 20 00 cm
B 19:040 ©n
SR 10,500 ppm
£ 4201 37 Hz
—_— e —_——l e~ —— FZF -1 500 ppm
EE -200 07 Hz
|4 | i TPMEK o REGDD apmicm
;’\ | i {ZCM 220.07152 Y7 /T
B = kS 2
o = gt [a Y]
o e ] [
z - . T
|||I|‘III'Tl_l_'l_'l_!'"'fllII‘!"l—[_"fl‘lIllll’"l_'!_r:'llllillll_Y_r’I!I‘-Illi'_TT'iill'IIII|\|II:II'l||"||||:||i|l|||'rﬁTII!‘
ppm 3 g 7 3] g 4 3 2 1 a



apn
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OH

21
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b
B.95

1249 .68

124.07
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s E
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———— 48.93
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Lurrent Data Parameters

YAME 1 Map-H-L
LAPNE 1
230N 1

=2 - aracisition Parameters

date | 20060526

l1me 16.45
IN3TAYM SOPCL
SRJEHD 5 mm BED BB-1H

QU1 FRAE

n

S0 VENT

NE

g}

SWH PR125 629 Hz

" IORES 0.3083387 4z
40 1.3042154 sec
a5 ACYE

Ow 19,800 usec
jals 6.50 usern
B 300.0 K

m 1. 20000065 sec
a1 0. 03000000 sec
diz 0.00002000 ser
======== (HANNEL f] s=======
MLC LAl

£ 10,80 usec
211 7.00 oB
SFO1 108, 624299 Mhy

£ sus
ZAOPRGZ waltzis

N2 1
il aD.00 Laern
ALz .00 aR
PLIZ 2183 0F
b i P4 8L AR
SFaZ 400, 1319005 MHz
& - Processing parametanrs
51 32768

5t 100 6127762 PHz
HEW EM

5B o

] 1.00 A4z
53 0

22 1.40

10 NMA plot parareter
Et o0
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L

TR

HEELNAVED

£ mm BBL
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:f:’l L‘? FLE \q % ‘; g E(E’I '-l? %: l':r Cureert Dato USTHRELETD
i 3 o = FR T T & Pl IME sar trioeh-HI K
L =TI Cu o Oy e s o O bl ot L herl =
) = n t_‘ j‘ i : JHCCHE 1
] | :
a :
[yme
TNSTHUM
JACEHE b
QULPROG
0
SCLYEMT
HE
35,
S
1URES
Al
22 G B132
W 104950 Ly
G 05 gsec
3.CC 4B
21 63 dy
24 8o di
502 3318030 Mez
|
H
1
l A R
skt ” o . %
| e 1 . I I 1 1 1 T T 1 1 = T 1 T T T 1 | 1—,\ i
[ ] LA s =0 Zh &
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H spectrum of
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S64

NAME sam-cinna HT
EXPNQ 1
PROCNO 1

F2 - Acquisition Parameters

Date _ 20060408
Time 1B.45
INSTRUM spect
PROBHD 5 mm BED BB-1H
PULPROG 7430

D 16384
SOLVENT coc13

NS 16

os 0

SWH 5895 _204 Hz
FIDRES 0.365518 Hz
AG 13664756 sec
RG 4064

DW B3.400 usec
OE 6.50 usec
TE 300.0 K
o1 1.50000000 sec
======== CHANNEL f1 =s======
NUC1 1H

=21 10 10 usec
L1 3.00 dB
SFD1 400.1326008 MHz

F2 - Processing parameters

51 16384

SF 400, 1300088 MHz
WDW EM

558 0

LB 0.10 Hz
GB 0

R 1.00

10 NMR plot parameters

CX 20.00 cm

EY. 10.50 cm
F1P 10.500 ppm

F1 4201 .37 Hz

F2P -0.500 ppm
F2 -2006.06 Hz
BPMCM 0.550006 ppm/cm
HZECM 220.07150 Hz/cm



ppm
201.43

23

BRI
T3

RN

Lla spEL LU

(5]

“urrent Jata Parasmeiers

HAME
B8 (=1
2RACHA

L

ale_
limg

1R THUM
SHOBHE
=ULPRGEG
Tl
SOLVENT
N5

=5

SkH
-IDAES
A

A

B

b

TE

o

A11

a12

HLC L
i

i

Ee i

CPOPAGE
LKCE
2CRL2
e
a1z
a13
502

4 MBR ooz

L

L omm BEOD BE-1H

CHAMWEL f1 =

ClAHKEL =2 =

- Fricessong

saM-rIrn HI-C

2

Z o= Azpuizataon Parameters

20GE045A
18, 2%
spect

2gpo3c
E5336
COCLS
445
0
25125 629 sl
0_36Z387 H:
1.3047164 sec
4096
19,500 usec
6.50 usec
3000 K
1 20000005 sex
0.03000000 sec
N.30202000 sec

13C
10.80 Lo
ERLC R
ICC . 6247095 MAZ

Halizib
iH
GC.00 usan
3.00 1R
21.83 1R
24.590 aR
AGQ . 2319000 MHZ

g

100 e
i
L oan
par
om
-m

SEC NG ppa
28152 B k5

-1C 220 opa

S65



~

7.3208
7.3022
7.2837
7.2610
7.2369
7.2196
7.2072
7.1890
4.1967
4.1837
4.1755
4.1667
4.1541
3.1941
3.1801
2.7957
2.7883
2.7772
2.7638
2.7555
2.1824
2.1745
2.1664
2.1574
2.1474
2.1421
2.1237
2.1145
1.9697
1.9542
1.9336
1.9195
1.7973
1.5103

ppm

s SN

/

5.3188
0.9781
0.9671
2.0598
1.0326
1.0106

W Integral

j=]
je)
3
o —
N —
n —
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Current Data Parameters

NAME Alph-TH
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20060914

Time : 17.38
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG 29

0 16384
SOLVENT coci3

NS 32

bs 0

SWH 5995.204 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 228.1

OwW 83.400 usec
DE 6.50 usec
TE 298.6 K

D1 1.50000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f1 ========
NUC1 iH

P1 7.50 usec
PL1 23.00 dB
SFO1 400. 1326008 MHz
F2 - Processing parameters
SI 16384

SF 400.1300088 MHz
WDOW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.00

1D NMR plot parameters

CX 20.00 cm
Ccy 15.00 cm
F1P 10.500 ppm
F1 4201.37 Hz
Fep -0.500 ppm
F2 -200.06 Hz
PPMCM 0.55000 ppm/cm
HZCM 220.07150 Hz/cm



C13 spectrum of
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Current Data Parameters

NAME Alph-TH
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20060914
Time 17.44
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
D 65536
SOLVENT cbc13
NS 118
0s 0
SWH 25125.629 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 sec
RG 8192
DW 19.900 usec
DE 6.50 usec
TE 298.7 K
D1 1.20000005 sec
a1 0.03000000 sec
DELTA 1.10000002 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

== CHANNEL f1 =

13C

P1 10.80 usec
PL1 7.00 dB
SFO1 100.62429395 MHz

== CHANNEL f2 ========
CPDPRG2 waltzié
Nuc2 1H
PCPD2 890.00 usec
PL2 3.00 dB
PL12 21.83 dB
PL13 24.80 dB
SF02 400.13139000 MHz
F2 - Processing parameters
SI 32768
SF 100.6127782 MHz
WOW EM
SsB 0
LB 1.00 Hz
GB 0
PC 1.40

1D NMR plot parameters

Cx 20.00 cm

Cy 12.50 cm
FiP 230.000 ppm

F1 23140.94 Hz

F2P -10.000 ppm

F2 -1006.13 Hz
PPMCM 12.00000 ppm/cm

HZCM 1207.35327 Hz/cm

S67



S68

e
Jurrernt Data Paramptors
NAME ethang th:p ket
H spectrum of EXOND 1
FROCNO 1
[ ) = O e O i T N S I e N 7] ] M =
T B e o = =T (83} [RVRNE N ] — T =T
= R s e = s g e i gl F2 - Acguisition Parameters
= @ oo ~ ™o o Date 20051021
i NS ! Time 20.09
/ / LNSTRUM spect
TRCEHD 5 mm BBO BB-1H
2l PROG 2g3d
T 163684
| SOLYVEMNT CoCl13
: N5 1
o 1S 0
ShH 2405 204 Hz
SV S 1IBES 0 .350818 Mz
e 1.2664756 sec
o R 406. 4
8a' Bl 23,400 usec
JE 5.5 usec
EE 300.0 K
n 1.50000000 sec
====-=== CHAMMEL f{ ===-_.__
HUC TH
] 10.10 usec
213 3.00 dB
SFO1 400 . 1326008 MH7
FZ - Processing parameters
S 16384
5 &k 400.1300085 MHz
WOwW EM
55B G
sl 0.13 Hz
5B a
2t 1.00
10 WMR plot parameters
i 20.00 cm
2 10.30 cm
}‘j “1p 40500 ppm
\ 21 4281 .37 Hz
B s “ﬁAJ G — 2R =0.500 ppm
2 20027 Hz
I I \ j\ TP 0.33360 ppm/cm
\ \ \ | H7CM 2200752 Hzfom
o= ot i g o
4 g cnz(mu‘ (ml —!
[} Poojez m| I~
o = n| o [} ig]
E B o zJ
"[I|||||.\IIIIIIIII.IIII[I\(\II-'I'I[T'I'|‘|||’|II\IIIII|II--IIII.’|II'I'WI:III;'Il.:'fllllll.II\\IyII(IIIIIIII|'II5I
nam 9 8 Z & 5 4 3 2 1 0
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8a'
A S s - s e
_'_'_'_|_|_|—' =3 ! 1 T | 1 | T | T | : _T"_!_|_'_‘_|___ [
pom 200 175 130 125 100 7} 50 22 ]

Current fave Parameters

WAME tatokerang
EXPND 2
FROCHD 1
=2 - hcqursitaon Parameters
Jate_ 2n051027
Tine 13.28
INSTRUM spect
PROAHD 5 mm BBQ BE-1H
PULAROG zapn30
o EAR3E
SOLVENT COCY3
N3 146
Js i}
SHH 265125 620
“ 1DRES 0. 383387
A 1.3042164 ¢
A6 B192
O 19.500
DE 6.50
TE 300.0
H 120000005
011 0. 03000000
912 G 000602000
= DHANWEL 71 ==

13C
1. 80
7.00
1005242595
=====c.. CHANMEL (2 ====
CPOPRG2 waltilB
WLC? 1H
ACPDZ 50.00
az 3.00
12 21.83
a3 24 .80
SFO2 ann. 1319600

F2 - Processing parameters

51 32768
SF 100.6127744
WOW EM
558 o
_B 1.00
5B 1]
B 1.40

10 NMA plot parameters

oK 20.900
Sl 7.00
=182 220 000
5l 22134 .61
Fep -10.314
rg =1037 .74
APMCH £1.5157]

HECH 115R R2TRO

MHz

&n
em

Enm

Hz

pem

Hz
pom/cm

Hz frm
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G oL anELE D
NAME Sam-1s0-HT-Ket -1
H spectrum of EXPNO 1
PROCND 4
o e T I T e N 1 M RN G S 1 i G W [ s R o 4 4 s R in]
M) = = (M M De i =T O = A0 ool Pe - .
& To s B Pl U e Bl ) DUCERE: b o= F2 - Acquisitaon Paramesters
= TR NL o e e - - : - Jate_ 20060528
Lo o o S v i R e e e T B R Lo M ) M) — e
: : | Time 16.23
IMSTALM speCt
/ PHOBHD S nm BBEO BB- 14
PULPROG S
o 16384
50 WEMT coc13
NS 16
O a3 5,
SWH 58495 234 Hz
S FIORES D 3E5918 Hz
Al 1.2604750 sec
: SG 114
O W 83.400 vsec
aE B.50 user
8b' 1E 3000 K
01 1. BLCCH000 sec
====csoo CHANBFL Pl ===-=z=z:-
KU1 1H
P1 10,1 usec
(H) 3.00 d8
SFOY A0, 1326008 MHz
=2 - Processing pacameters
| 16384
SF 4001300091 MHs
WA EH
SSB 15
LB B.19 Hz
el 0
25 1.00
10 NMA plot parameters
CX 20.60 tm
Cv 10 5% com
1P 16209 ppm
i 4261 37 Kz
[l ] S 1 500 ppm
k " et T a2 =00 04 Hz
IPMTM 085000 ppmicm
s I I HZCH 230.07152 Hzfcm
/ \'- ! bl ] "\
i el I3 Ra¥) L b
E LD‘ = L3 =T
= o o =1 o w
o m| | <2 3.9
= il i ok ho

|IIIII=II:||.'|III-|\II'||.IIIlI'-[Iler"r|_'_?_|_|_T_!_|_|_rT'|illIr_l_!—'l'||'|'|_'
ppm g & 7 5 5 4 3 2 1 ]
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S e e e s

e e] ol m oD [T - o} o Lo
- om0 r~ o 0~ Mo A0 = e Zurrent {latz Parameters
=4 (AU o 0 [~ P 40 Ty} o HAME sam-150-HT-Ket - 1
o [o ] o 0oy = P P s} la¥] -
il e A THPNO 2
: Pl 336CN0 s
b
\/ ! 72 - Acguisition Parameters
Date 20060528
Timg 16 27
INSTRUM spect
FROARD 5 mm BBO AB-1H
YLARDG Topgat
o 65536
SOLVENY Coc1z
NS 108
05 il
O Shrl 25125629 Hz
FIORES 0383387 He
S AD 1.3042164 sec
AL B192
al 19.8G0 vsec
O J IE f.50 usec
i Tt 300.0 K
4 a1 1. 20000005 sec
8b' di 0.03000000 5o
dig 000002000 sec
======== (HANNEL f{| ========
RUC1 13¢
o2 10.80 usec
2= 7.00 af
5FO1 100 6242005 MH7
' CHANNEL f2 ===
waltzth
1H
G¢ 00 usec
3.00 di
21 .83 oi
! 24 30 df

400 13180600 MH:z

S2 - Progessing parareters

31 30768

3 100 E12772G MHz
f WOl EM

5B 0

B 1.00 1z

e b

=G 142

10 NKR plot perameters

ox 20,08 om

275 10,00

zi P 220 000

£ 2134, 81

Bl -10 000

=2 -1006.13

PEMCM 11 20000 ppminm

L0 1197 04BHB Ez/om
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ppm

—
Turegnt Data Parareters
NaME sam-pheny]-HT-K I -H
H spectrum of S £
IRICHD i
L L 1 N IS i S s T N | [a¥]
r'j'j U‘U) % ,‘iﬂj G % o 8 oy TE - hpmuisitian Fargmeters
S o SWwWwn Y 9o [To] Jats LOO60SER
e s S o Time 14 3%
| ; TNSTRUM spect
/ SROEHD & mm BED HE-1H
; PU_PROE 1930
L] 1E384
SOLYENT CAciz
N5 16
pis 0
SkH 5995.204 Hz
F10RES 0 365%IB Hz
() A0 1 36B475E sov

3G 114
S B[y B3 420 usec
2 bS50 usec
\\T<ii; TE 300 0K
O Bl 1.90003000 sec

1
8c NIt 1H
2] 10.1¢ usec
=Lt 1.0 dB
EF{1 400 1326008 Mz

-2 - Prozessing parameters

51 1E384
3 400 TARA001 M
HOW LM
SEB 0
A 010 Hz
GB 5]
C 1.60

10 N¥I piot pardmeters
o

o 20,00 om
oY, 10.5C cT
-1F 106D ppm
5 4261 37 Hz
ceR ¢ 00 ppm

i -2 -20C.07 Hz
‘ i | ZPMEN C.G5000 pamsm
) 5 S AL — . - +4Z0M 220 07 1LE =z e
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|| \ | N/ |
| | | \l \Jlr/ ] T2 - apguisitian Parameters
date . 20051012
Time 12.37
IMETRUM Spert
SHOBHN 5 ma BRI BB-IH
UL PRAE
m
S0 YENT
W5
= 3 H
O ShH 29125 F29 he
SIDKEES 0. 3A33587 H:
ae] 1.3042154 zer
2 4096
W 18,900 uses
O aE, .50 usar
TE oc .o K
8C' a1 1.20000005 =BC
Bl 063003000 zeC
iz 0. 00000 sew
130
10 B0 wekL
i 700 R
; 5F01 100 B242805 MHz
~ DHANNEL t2 == "
LENRIT
“H
an.0c umer
AGD di
£1.83 &8
24 BO 4B
400 1A1300C Klsz
P
| ‘ 18 MMA plct
. om
oA - : [ 1 IS i s RS 1 |__T B Bt 5 L YA T I - _i_ e | 1 S0 B e
ppm 1249 104 4 #5 & PRISLEL B

=10 00

TE 13
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H spectrum of ~ Exen !
SROGHL 1
— O P P D e U 0o W) M N e O —
(I T v s o e N N, 0 W B 0 W o (e O M — "2 - Acguisition Parameters
B B o R 1 S g O o o NN o IO o T 0 & B o I SR T o
c B B o i B T B T RV B 4 S BT ot e e o Jate_ a0GENSE8
- uouo'u:ir;mré.\'r!rrr;r;hh;r-isr-ih < ;:ERM 14 13
! 1 ETHIRS
L /,_JZ‘”J SROBHO 5 me BED BS-tH
) FROEG z2nd0
in 15384
SO0 YFNT CNE1a
K5 18
15 (4]
ShH 5993, 204 Hz
tIORES 0.365918 Hz
Al 1.23654756 =EC
@) 1 203.2
IS an B3.400 wser
OF £.50 vsec
T 300.0 K
(0] 0t 1.50000000 sec
8d' zssszs= CHANNEL F1 =
Muct 1
23 10,10 ysec
AL 3.00 dB
SFCA 400. 1326008 HHz
2 Processing parameters
51 16384
=13 400 . 1300095 MHz
L0 EM
558 ]
LE .10 Hz
GE a
A 1.00
i1 NME plot parameters
jobs 20,00 om
I 2 1050 cm
1 1P 13.9BE opm
1 G588 8% Hz
F2n 1.04% ppm
e -GS 2k Hz
SPMEH 0.7¢91E ppmdem
H7CH 293 76219 Hijom
g RS S (0115 O | - = .
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LiIJ SpeZirum or

o ™ o Bl 25 [na]
o = TS AR e Lurrent Oata Parafieters
= i N It} NAME sam -5-benzy1-Kpt-HT
- % @ o FG ~RR 2 EXPND T
/‘ ) PROCH 1
‘ ‘ i F2 - Acouisation Paramctcrs
Datr ZO0ECS2E
Timz 14.74
INSTHUM spect
FROAHD 5 mm BEO BB-1H
PLL AR0G 2gpg3l
m ES53E
S0LVENT COC13
NS 143
oS 1]
SHH 25125 625 Hz
O FITAES 0 dB33H7 Hz
S AQ 1.3042164 sec
RG 400
W 19.900 wsec
o DE 6.50 user
' 1E 300.0 K
8d a1 120000005 <eC
- ail 0_03000000 sec
112 000062000 sec
; ======== CHANNEL F1 ==
WC: 136
! 10,60 usec
; EIR 7.00 o8
SFGI 100 2429395 MHz
i CHANNEL {2 ==s======
ZRGPRGZ wWaltz1b
HLle 1H
JLPNA 90.00 wsec
Nz 3.00 dB
J12 21.83 dB
J13 24.87 dB
SFOz 400 1315000 MHz
ig - Frocessing paramzters
i sE 32758
SF 1006177721 MH?
Wl EM
35B 0
LB 1.00 Hz
&R 0
o 1.40
10 4MR lot parameters

oX 20,00 cm
1 cy 12080 =n
s as e B R o132 239,435 opr
50 o5 o =1 24090, 189 Hz
i 5} S 10 291 ppm
= -1035. 44 Hr
IR 12, 4BG30 pomdoa

2K 1256 28137 hzicn
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o A = R T T T e T B VR T o T T
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H = W0 WY T MM MMM Ay g Ay
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8e' .
L
e m uiNo
: ['3) Cufr iy
=3 @ Cu| O
= =] {=lau|un
A T [ T e T T LEL I L e o B o T LR |

oom 9 8 7 B 3 4

MAHE =g
£aen0 2
AT g 1

T2 - KAWISILIon Pacamet:

Oate _ 006519
Fims 19 52
NS TR spect
PROBHG S ma BBO BA-1M
PULPREOG 1330
Hil 16384
SO wENT £oC13
NS 15
os 9
SHH 3995 204 H
F10RES 0.365%18 H
40 1.26647%6 3
A 22.5
oW 83.400 o
b3 .30 u
TE a0k
D4 1. 30000000 s
ELETE F TS CHQML f] 2awex
NUC L tH
4] 10,10 w
ALY 3.00 o
SFO1 400. 1326008 ™

F2 - Processing parameter

51 16384
SF 400 . 1300095 H
WO EM
§58 0
Lg ¢.10 K
G8 0
BrC 1.00

ID NMR glot parameters

cx 20.00 cs
cY 9.00 ct
Fip 10.5300 o
Ft 4201 .37 H;
P ~0.580 o
£2 ~200.07 H;
PEMCH 2.55000 of
HICH 220.07152 H1
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192 09
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131 b4

—138 42
—134.88

/
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m .

Curtens Jagy Faranstert
MAME Jeaxa-dEEt
£ 1PH( rl
OROL ) L

F2 - afouisition Pacasetsry

daie 20080519
Time 19, 54
{HSTRUM aoect
FA0EH0 9 we 380 98-1H
HAPANG 1gog 30

] 53335
SOLHEMT 28C13

A5 LGt

a5 3

SeH 25125 329 Hr

¢ IDAES G. 183387 Mz
i 1.1042154 sec
bo) 4096

In 19. 300 usac
1.3 5.30 user
TE oG K

it} 1, 20000033 sec
a1 2.030C0000 sec
a1 100002000 sa

cawtmmva CHAHMEL ] =a=esa=a

MUCH 13C

i 10.30 wssc
P J.00 @

£y 1006242395 g

dvdwemme JHINMEL 2 <aavrsus

CPOPRE2 _waltrz(h
wce ™
PLPOZ 30,00 e
2 3.0¢ 08
iz 21,83 g8
M3 24.90) 9B
FoE . 4001319000 MHZ

F2 - Processing oarsuéters

st 32768
SF 100 _GE2Y713 MMz
Wi EM
$3B g
18 1.99 M2
5 0
BC 140

1 MR plot garaweters

£x 20.00 ¢m

cr 12.50 <w
F1p 210 000 oom

Fi 21129.68 H

£ae : -10. 000 oo
Fa ~1906. 13 Hz
PEHEM {1 00000 poefcm

HELH 1106, 74048 nzicm

S77



S78

Current Data Parameters

NAME CF3medalate
H spectrum of EXPNO 2
PROCNOD 1
D~ O WS U 0w e 00N e D — o <
= 8 = Q -~ % == B J o =SB g = % % F2 - Acquisition Parameters
=9 e T e B as B e B b B b B s B ap BN on B V) [Te T (oY) =
= R N N N A << - , = Jate 20051213
Time 12.46
INSTRUM spect
PROBHD 5 mm BBO BB-1{H
PULPROG 2930
10 16384
SOLVENT Cocl3
NS 25
0s 0
SWH 5095.204 Hz
(@] FIDRES 0.365918 Hz
H a0 13664756 sec
N AG 181
W 83,400 usec
0] 3 B.50 usec
F3C TE 300.0 K
9 D1 1.50000000 sec
======== [HANMEL ] ========
NUC1 1H
Pi 10.10 usec
L1 3.00 dB
SFD1 400 . 1326008 MHz
F2 - Processing parameters
SI 16384
SF 400.1300088 MHz
WOW EM
SeB 0
LB 0.10 Hz
GB 0
PC 1.00
10 NMR plot parameters
. - i X 20.00 cm
. 9.00 cm
) 1P 10.50C ppm
) J F1 4201.37 Hz
(N Fap -0.500 ppm
Fe -200.07 Hz
PPMCM _0.55000 popm/cm
HZCM 220.07152 Hz/cm
= o {=T|m =
E e O 0d | = =
& (oY I=1r=11"s] =
£ > S|S|= =
= - ouf—| = ou
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Current Data Parameters

NAME CF3medalate
EXPNO 3
PROCNO 1

€2 - Acguisition Parameters

Date__ 20051213
Time 12.53
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
0 65536
SOLVENT €DC13
NS 824
0s 0
SHH 25125.629
FIDRES 0.3B83387
AQ 1.3042164
RG 4096
W 19.900
DE 6.50
TE 300.0
01 1.20000005
di1 0.03000000
di2 0.00002000
======== CHANNEl f1 ====
NUC1 13C
P1 10.80
PL1 7.00
SFO1 100.6242995
======== CHANNEL f2 ====
CPDPHG2 waltz16
NUCe 1H
pPCcPO2 90.00
pL2 3.00
PLi2 21.83
PL13 24.80
SFO2 400.1319000

F2 - Processing parameters

SI 32768
SF 100.6127729
WDW EM
Sse o
LB 1.00
GB 0
PC 1.40

1D NMR plot parameters

CX 20.00
4 11.00
F1P 220.000
1 22134.81
Fap -10.000

Fe -1006.13

MMz

Hz

cm

ppm
Hz
ppm
Hz
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Current Data Parameters

MNAME 4Clmede 1 icBnamide
H spectrum of EXPND 3
PROCNO 1
CWLWMVMN T o WoMOMMODWLWoM~MNMO OO @ W
E E%ﬁ%%%%@?a%%%“@%ﬂﬂg% %E F2 - Acquisition Parameters
=1 MMOMMYT YT T ITITOOMMMEAMONEMMA  wn Date 20050304 |
a oL -
(o e s B u v s T e e A O e T b T e T T e o T =T =T Time 1648
INSTRUM spect
PROBHO 5 mm BBO BB-1H
PULPROG 2930
10 16384
SOLVENT coc13
NS 4
0s 0
(o) SWH 5005.204 Hz
H FIDRES 0.365918 Hz
N AG 1.3664756 sec
ARG 22.6
o) ow 83.400 usec
Cl DE 6.50 usec
10" TE 300.0 K
D1 1.50000000 sec
======== CHANNEL f] ========
NUC1 1H
P1 10.10 usec
PL1 3.00 dB
SFO1 4001326008 MHz
F2 - Processing parameters
SI 16384
SF 400 . 1300088 MHz
WOW EM
SSB ]
LB 0.10 Hz
GB 0
PC 1.00
1D NMR plot parameters
) Cx 20.00 cm
Cy 8.00 cm
B i FiP 10.500 ppm
Fi 4201 .37 Hz
] y = -0.500 ppm
Fe -200.06 Hz
|l v Bt 1 e PPMCH 0.55000 ppm/cm
HZCM 220.07150 Hz/cm
— = [AV] =) =
E T [== ] ]Ty] =
5 @ w | o=
s [=1 let|eu -
i‘l‘l'l|‘|'T"i|||!lrir'l“rlrl:||l||ri||||ttrll"W'1"|—|'"!'"|—|“|—l—r'|"|—|‘"l“l"l"!'l‘l"¥'T‘I“ll'\"ll]||||||p|||||||||i|||r!|||rli||||||||ltr|lrrl
ppm B 5} 4 e 0
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€13 spectrum of
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Current Data Parameters

NAME aCimedelicBoam
£XPNO 4
RROCKD 1
F2 - Acguisitioen Parame
Date_ 20050364
Time 16 51
INSTRUM spect
PAOBHO 5 mm BB0 BB-1H
PULPROG 200030
1] B553b
SOLVENT COC13
NS 2568
b5 o
SHH 25125 629
FIDRES 0.383387
a5 1.3042164
RG 4456
al] 19.940
TE 6.50
TE 200.0
1} ] 120000005
di1 003060000
diz2 0_00002000

==am==== CHANNEL f1 ==

HUCH 13C
P1 10_B0
FiL1 7.00
SFD1 100.6242995
amar==== CHANNEL f2 ==~
CPORAG2 waltzig
huCz 1K
PCRD2 40.00
PL2 3.40
fLie 21.83
P12 24.80
SF0z2 a0, 1318000

ide

ters

Hz

w

EC

user
USEC

F2 - Processing parameters

ST 32768
SF 100 B127752
LL] EN
558 i}
iB 1.00
LB 1]
FC 1,40

10 kMR plot parameters

cx 20.00
cy 11.00
FiP 230000
Fi 22134 .81
F2p -10.000
F2 -1006 .13
PRMCM +1_50060
HF (M 1157 .04668

MHz

Hz

ppmsCm
Hz/cm
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Current Data Parameters

NAME 20050608-1
H spectrum of EXPND 1
PROCNO 1
W WoDE~SMN~MO — OO QT =] o o o
O - Uo MDD —~CWwmnoomom — @O =1 0 o
g 5209V 8RFRARYRRRR 28 2 8 8 F2 - Acquisition Parameters
= N N N N N N N v < o - - Date 20050508
Time 15.12
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG 2930
TD 16384
SOLVENT cbC13
NS 16
Ds 0
SWH 5985.204 Hz
0] H FIDRES 0.365918 Hz
N AQ 1.3664756 sec
RG 128
OW B3.400 usec
O DE 6.50 usec
TE 300.0 K
11' D1 1.50000000 sec
======== [HANNEL f] ========
NUC1 1H
P1 10.10 usec
PL1 3.00 dB
SFO1 400. 1326008 MHz
F2 - Processing parameters
1 16384
SF 400. 1300095 MHz
WOW EM
SSB 0
LB 0.10 Hz
GB 0
PC 1.00
I 1D NMA plot parameters
| CX 20.00 cm
cY 10.50 cm
FiP 10.500 ppm
J J 4 * F1 4201.37 Hz
Fap -0.500 ppm
Fe =-200.07 Hz
PPMCM 0.55000 ppm/cm
HZICM 220.07152 Hz/cm
—_ 9] [xn] o o
= w = uwy (=1
& o o [=] o
@ o wo (=] (=]
S - [s2] o m
-ullllll'lr|||4||-l||w|||l|lll|!||ir]|:|||1|Y'1']|||ll1|;.||:||l'l|||||-lw|rrrl]llllirr!|||||||:|||!|r|||1"rlr'm
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C13 spectrum of
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Current Data Parameters

NAME 20050608-1
TXPND 2
PROCKD 1

F2 - agcquisition Parameters

Date_ 20050608

Tine 15.15
INSTRUN spect
PROBHD 5 mm BBQ 88-1H
PULPROG 7gpg30

1m B5536
SOLVENT COC13

NS 329

D% 0

SHH 29125629 HZ
FIDRES 0.3B3367 Hz
AQ 1.3042164 sec
RG 8000

oW 19.900 usec
JE 6.50 usec
TE 300.0 K

1} 120000005 sec
011 0.03000000 sec
d12 0_0{002000 sec

======s% [HANMEL f1 =

MICT 13C

5] 10 .80 usec
PL1 ?.00 am
SFO1 100 6242995 MHz

—=—suw== [HAMNEL f2 ===

CPDPAGE waltz16
HUC2 iH
PCROZ 90 .00 usec
PL2 .00 af
L2 21.83 4B
PL13 24_80 0B
SFOR 400, 1319000 MHZ
F2 - Processing parameters
s1 32768

5F 100.6127744 MHz
WON EM
558 ]

LB 1.00 H2
GB 0

AL 1.40

10 NMA plot parameters

Cx 20.00 cm
CY 10.00 cm
cip 240000 ppm
Fi 2414707 Hz
= —103.000 ppm
F2 -1006.13 Hz
PPMCM 12.50000 ppricm

HICH 1257 65979 Hz/cm
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H spectrum of
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Current Data Parameters

NAME 2-Clmedelate
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20050317

Time 12.14
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG 2930

T 16384
SOLVENT coc13

NS B

Ds 0

SWH 5995.204 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 114

DW B83.400 usec
0E 6.50 usec
TE 300.0 K
D1 1.50000000 sec
======== CHANNEL f] =s==e====
NUCH iH

P1 1010 usec
PL1 3.00 dB
SFO1 400.1326008 MHz
F2 - Processing parameters
51 16384

SF 400.1300091 MHz
WOW EM

5SB 0

LB 0.10 Hz
GB 0

PC 1.00

10 NMR plot parameters

Cx 20.00 cm

[ 4 10.00 em

FiP 10.500 ppm

F1 4201.37 Hz

Fep -0.500 ppm
F2 =-200.06 Hz
PPMCM 0.55000 ppm/cm
HZCM 220.07150 Hz/cm
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—189 .97

L

opm 200

12'

e 160 57

136.89
133.%1
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= 131 22

C13 spectrum of

M — =7 M
~ 07 O
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od 0 0dod
A e Wy

=o~—130.37

77.32
7700
75.68

43.65

Current Data Parameters

HAME 2-Clmedelate

EXPHD 2

PROCHD 1

F2 - Acquisition Parameters

(rate_, 20050317

Tame 18.20

INSTRUM Spect

PROBHD 5 mm BR{) BB-iH

PULPROG 290430

TD 65536

SOLVENT chCl3

NS 244

a5 o

SHH 29125.629 Hz

F10RES 0.383387 Hz

LY 1.3042164 sec

a6 4095

OW 19,800 wsec

DE 6.90 user

1E 300 0 K

58 120000005 sec

g1t 0.63000000 sec

312 0.90002080 sec

======== [HANMEL fi ========

NUCH 13C

P1 10.80 usec

PL1 7.00 oB

SFaj 100 6242995 MHz
== CHANMEL f2 =

CPOPRGZ wgltz16

NUE2 1H

PCRO2 90,00 vser

P2 3.00 0B

PL1Z 21.63 dB

PL13 £4.80 oB

5FE2 4001319000 MHz

F2 - Frocessing parameters

51 32768
SF 104], 6127782 MHZ
WOW EM
558 o
L8 1.00 Hz
GB 4
PC 1.40

$0 NMR plot parameters

C¥ 20.00 cm
CY 12.50 cm
F1P 220000 ppr
F1 0313481 Hz
Fap -18.000 ppm

e -f006.13 Hz
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Current Data Parameters

NAME 1-naphthylamide
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters

Date_ 20050310

Time 12.19
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30

D 16384
SOLVENT CcoCc13

NS B

0s 0

SWH 59065 204 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG BO.B

OW B3.400 usec
OE 6.50 usec
TE 300.0 K

01 1.50000000 sec

======== CHAMNEL f1 ==as====

NUC1 iH

Pi 10.10 usec
PL1 3.00 dB
SFO4 400.1326008 MHz
F2 - Processing parameters
51 16384

SF 400.1300091 MHz
WDW EM
5SB 0

LB 0.10 Hz
GB 0

PC 1.00

10 NMR plot parameters

(4 20.00 cm

cy 9.00 cm

F1p 10.500 ppm

F1 4201.37 Hz

FepP -0.500 ppm

F2 -200.06 Hz
PPMCM 0.55000 ppm/cm
HICM 220.07150 Hz/cm
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C13 spectrum of

=] [aP - o VIR oY I o Vi oy B ) B B W T ] oo om —
= ™ @ Dm0 @0 A moew ™~ Current Data Parameters
=y o U P~ ST [ O = N Dm0~ M D M~ P D 3] MAME i-naphkhylamide
o o [Ea s s B o B s B S VAV AT B VI VI AW S VIS Vi o V] [ S - EXFNO 1
— [ = T T T R e ]
PROCNO 1
[ \ \%\ W F2 - tcquisition Parameters
Date_ 20050310
Time 12.24
INSTHUM speCt
PROBHO 5 mm BBG BE-1H
PULPAGG zgpy30
0 £5536
SOLVENT £oC13
NS 500
0s il
G 25125 . 620 Hz
F IORES 0. 383387 Hz
LUe] 1.3042164 sec
a6 4096
W 19,900 vsec
JE 6.50 vsec
() H TE 300.0 K
N Jif) 1.20000005 sec
i 0.03000000 sec
gi2 0.00002000 sec
(0]
======== CHANMEL f1 re=s=====
13' NUC1 13c
P1 10 B0 usec
PLY 7.00 oB
5F01 1006242995 MH;
======== [HANNEL f2 ========
CPOPRGZ waltz 16
NUC2 iH
PCPOZ 90 .00 user
PLZ 3.00 dB
PLiZ 21.B3 o8
PLLZ 24 B0 oB
5F02 A00. 1319000 MHz
F2 - Processing paraneters
51 32768
SF t00.6127779 MHZ
WOW EM
558 a
LB 1.00 Hz
4B 0
nL 1.40
{0 NMR plot parameters
WW Cx 20.00 cm
Ly 9.00 cm
'_i_l_'_'T""'l T 1 L ] [ i | T | T T T | T LI | 1 [ T ! - l'"'l T ! TR 1 E ! ] T L F§pP ?40000 ppm
ppm 223 200 175 150 185 100 75 50 25 0 F1 24147.07 Hz
- F2p -10.000 ppm
F2 -1006.13 Hz
PPMCH 12 50000 ppm/cm

HZCM 1857 62878 hz/tm
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Current Data Parameters

NAME oxidation-3
EXPND 1
PROCNO 1

F2 - Acguisition Parameters

Date_ 20050408

Time 11.01
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG 2930

0 16384
SOLVENT COC13

NS 16

DS 0

SWH 5995.204 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 80.6

DW B3.400 usec
DE 6.50 usec
TE 300.0 K

D1 1.50000000 sec
======== CHANNEL f{ ========
NUC1 1H

P1 10.10 usec
PL1 3.00 dB
5F01 400.1326008 MHz

F2 - Processing parameters

51 16384

SF 400.1300091 MHz
WOW EM

558 0

LB 0.10 Hz
GB 0

PC 1.00

10 NMR plot parameters

CX 20.00 cm

cY 10.50 cm

F1P 10.500 ppm

F1 4201.37 Hz

Fap -0.500 ppm
Fe -200.07 Hz
PPMCM 0.55000 ppm/cm
HZICM 220.07152 Hz/cm
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—178.19

——160.56

-138.61

138.05

136.90

C13 spectrum of

136.73
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128.17

127.80

127.74

77.32
77.00
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Zurrent Data Parameters

NAME oxidation-3
EXPND 2
PROCNO 1

F2 - Acquisition Parameters

Date_ 20050409

Time 11.06
INSTRUM spect
PROBHD 5 mm BBD BB-iH
PULFROG zgna30

mn 65536
SOLYENT CDC:3

NS 128

Ds q

Shird 25125 629 Hz
FIOAES (.383367 Hz
AQ 1.30421E4 sec
AG 6000

O 19.900 usec
bE 6.50 user
i 300.0K

b1 1.20000005 sec
ait 0.03000000 sec
d12 0.60002000 sec

= CHAANMEL 1 =

13C
| i0.80 usec
PL1 7.00 dB
SFO1 1006242955 MKz
=== [HANNEL fg2 ========
CPOPRGZ waltz16
NUE2 iH
=CP02 90.0C usec
L2 3.00 oB
12 21.83 oB
SL13 24.80 oB
3F02 40{. 1318000 MHZ

2 - ProCessing parameters

31 32768
SF 100 . B127821 MHz
Wi EM
358 M
B 1.06 Hz
GB [
PC 1. 40

1D MMR piot parameters

Cx 20.00 cm

CY 10.00 cm

FiP 240000 ppm

F1 24147 07 Hz

Fap -10.000 ppm

Fe -1306.13 W2
PPMCM 12.50000 ppm/cm

HZCM 1257.69979 kz/cm
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Current Data Parameters

NAME cinamylBnamide
EXPND 2
PROCNO 1

F2 - Acquisition Parameters

Date _ 20050317
Time 12.35
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG 2930

] 16384
SOLVENT ChC13

NS [:]

DS 0

SWH 5995.204 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 322.5

D 83.400 usec
DE 6.50 usec
TE 300.0 K

D1 1.50000000 sec
==z=az== CHANNEL f1 ========
NUC1 1H

P1 10.10 vsec
PLY 3.00 dB
SFO1 400.1326008 MHz
F2 - Processing parameters
51 16384

SF 400.1300095 MHz
WOW EM

SSB 0

LB 0.10 Hz
GB 0

PC 1.00

1D NMR plot parameters

Cx 20.00 cm
cY 10.50 cm
FiP 10.500 ppm
F1i 4201 .37 Hz
FapP =0.500 ppm
F2 -200.06 Hz
PPMCM 0.55000 ppm/cm
HICM 220.07150 Hz/cm



ppm

185.32

—161 .16

148 .14
137.08

134,36

C13 spectrum of

e AV ) ) B oe B e)
B - O U MmWwmM
= O g IO
(5 BEa I VRN VI s VIR A VRS R
— = — —

N

75.68

77.32
.77.00

- 43 53

Current Data Parameters

NAME cinamyl8namide
EXPNO 1
PROCND 1

F? - Acguisition Parameters

Date_ 20050317

Time 12.39
INSTRAUK spect
PROBHD 5 mm BBO BB-1H
PULPROG 200930

T0 65536
SOLVENT CoC13

N5 623

Ds 0

SwH 25125620 Hy
FIORES 0.383387 Hz
AD 1.3042164 sec
RG 45.3

W 19.900 usec
nE 680 usec
TE 300.0 K

ni 1.20000005 sec
111 {.03000000 sec
12 0.00002000 sec

5FO1 1006242995 MHz

=== CHANNEL £2 =====

CROPRGZ weltz1b
NUC2 H
aLPDR 80.00 usec
M2 3.00 o8
a2 21 .83 aB
13 24.00 48
5F02 400. 1319000 ¥Hz

2 - Processing parameters
I

32768
5F 100 .B127721 MHz
WOW EM
358 o
.8 1.00 Hz
3 ]
ac 1.40
10 NMR plot parameters
o 20.00 cm
oy 12.50 tm
1P 220.000 pom
=1 22134.81 Hz
oep -1G.000 ppm
=2 -1006 .13 H2
APMCM 11.50000 opm/cm

HZCH 1157 04688 Hz/cm

S91
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HAME sam 4-Mitrp Ket
ZXPND 1
HROCND 1

F2 - Acguisition Parameters

Date_ 20060314

Time tB.55
INSTRUM SpECE
PACEHD ~ & mm BBG BB-iH
PLLPROG 2030

0 ib364
SOLVENT COC13

NS 16

0s 0

SWH Sa95 . 204 -z
FICRES 0.365918 4z
Al 1.3664706 sec
A £45 .1

il7] B3 400 dsec
DE 6.50 usec
TE 300.0 £

n1 1.50040000 sec
======== [HANNEL f? ===2=--=
NLT1 1H

P1 0,10 usec
L1 3.00 dB
SFO1 400 . 1326008 MHz
[2 - Processing paraneters
51 16334

5F 400, 1300091 MHz
WOW EM

558 ]

LB 0.10 Hz
GB ]

RC 1.00

12 NMR plot parameters

CX 20.00 tm

CY E.50 cm

FiF 10.%00 ppm

Fi A201 .27 He

Fep =0.%00 ppm

-2 -200 .05 Hz
FPMCM Q.55008 ppm/cm
hZCM 220 07150 Hz/fom



ppm

PR

£13 spectrum of

77.32
-— 77.00

76.69

— 45 .48

o e e ool M
fa] ] m [T -
TR = o o= ™
@ D n Mmoo
i T = e

!
(@)

S
(@)
O,N
16'
|
|
;
T = ’7 1 T T b | T T T 1 | o 3 T 1 T | T 1 : T [ T,
200 173 150 129 it

>

[N)

Current Osts Farameters

NAME Sam-A-nitrketl
SXPHD ¢
PROCKD B

g - Acquisition Paramcto-s

TJate_ 2inBh514
Time 1E 30
INSTHLUM apRCt
=200BHO 5 mm BRC SH-1H
HILPROG 79pg30
a 65536
SOLVENT COC13
NS 214
o5 ]
=t 25125629
£ 10AES G 83387
A 3.3D42164
RG H1592
T’y 19.900
H[3 E.a0
TE 3000
It 1. 2CCoonos
111 T.03000000
112 O 008572000

Hz
Hz
SEC

[T
LSRE
3
58C
SEC
SeC

SFOY 100. 6242955

=avceeox CHANKEL (2

CPDPRE2 walt
KuC2

PCPO2 =1H
Q12 3.00
AL12 2
13 2480
L2 400, 1315000

(11}
M1z

=2 - Processing parameters

21 32768
SF 56 BI27721
wlIW EM
558 G
LB 1.0
GB G
A0 1.40

1D NMR plpt Tarameters

X £0.00
ok 12 40
“1F 220000
=1 22134.81
=2p 10000
= -:006.13
“FHCM 1150000

REeL 15 s CAERD

MHE

cmw

M

ppm

Hz

npi:

Hz
pemicm
leder

S93
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E speclrum of
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i ; BEECL
2ROBRG 5 am BED BE-11-

JULPROG 30
14 y

BOEG R0z
(DS s

cl s
17 1

10,10 useg
3.00 dB
430 13PRO0Y MHz

-2 - Prazessing paramelarg
Al 157354
2f A0 1300095 Ml
alin Em
tala J
Bt 010 Hz
ah 0
ac 1.00

Tnvegeal

=z =N G Az

i
| ; i THMLM o OREOOS ppmicm
l AFCH 220 C/18Z Hz oo
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S96

AME 1
H spectram of ZHPRG it
PROCNG 1
i a0 I.l_'.' % i -
T} g s e fa)
= ot Sy e & T2 - Acguisition S
e P e e i = Qate
L : 5 | Time
v ol l INSTRUM
I i : SRDBHD
2ULPROG
™
50 vENT
N3 b
CD 35 1}
S Sk Loth 204 Hz
= 1DRES (. 265912 Hz
A 1. 3BBAYEE sec
o 1 22 8
on B3. 400 usec
! O B.50 uset
18 TE 30C.0 K
a1 1 50005550 sec

===== CHAMNEL f1 ==
HUC] 1H

2% 19,148 user
2 3.06 dB
SFDi 400 1326005 M4z
2~ Processing parametars
aT 1E3g4

Sk 450, 1300055 MHZ
W EM
S8R 0

il G.10 Hz
GB ]

KL 1.00

10 NMP plot params

E

cm
3¢ cm

J bpm

7 Hz

: REM

HE
ppm/cm
220 07152 drirm

it s o - e s e B i e ina e oS e s L R T S

|
5 4 3 1

{8



apr

(3] — i O
f] LS
Ie] M 10
~¥ RS N
ik

|-l

~ [
o] [ a3 i w a)
(s [ o
=T [ SN B )

npT 200

1 iR B '[ Cicil J Lo S | i 1
alt] 24 o

Zurrent [ats Paramgler:

HAME A-Mp faip<eterc
ZXPN B
SRICKTD 1

72 - Anguisition Barsmeiors

Hane_ 20066211
Time 15.04
THSTRUM spart
SROEHD 5 mm HBEO BB 1H
AULPROG fongdn

11 R5536
SOLVERT necls

43 69

J5 L)

Sk AP0 629 He

i 1OFES 0 3B3567 He
AQ 13042164 zp¢
R 8152

HY 19900 usec
JE 6.50 usec
TE 300.0 K

1 126000005 sec
a1 C.03000000 sec
312 C.DO0ER00 sec
. G R
MUE 135

21 140,80 usec
i) 700 0k
S 100.6242995 MH7

NuC=2 1
JCrPOE 8600 usec
Iz 390 dB
Aa 24 83 o8
AR 24 A d3
3k 0 B ARG e TH A Ao

= ArooesEEIng Daraneisrg
32763

100.5227730 MH7
EM

C

1.00 Hz
G
1.0

11 HHR nint paramzters

¥ 2000 o
o 1z2.50 cn
12 220,500 pom
=) 2E134.81 he
2R =100307 ppm

HE) -1G3E.97 k7
= 11.51833 cpadr
1150 BABET dziow

S97
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SUPPENT LETE FaramgLers

WAME sam-2-C1-HT-Ket
H spectrum of EXPND 1
2ROCKO 1
T g Ty B R o B = w NG S T B w0 B 4 o
= b 8 g % % rr? = O‘:; % g % R g o 8 TLQ T2 - Acguisitior Paramelers
a OwW T T ST T MMM ouny u :
a - I | - Date _ 20060526
F‘xr‘&l"wr‘%hr‘hr‘m:r\r‘\r‘?"\nf‘hhh Time 1?35
/J THSTRUM spect
SROBHD S mm $80 BB-1H
SULPROG 7930
Lio] 16384
SOLVENT COC13
NS 16
D3 0
Ccl O : SHH 5085204 Hz
S FIDRES 0. 365918 Hz
Al 1.366475% sec
>< 36 228.1
e} W B3.400 usec
JE 6.50 usec
, TE 300.0 K
19 o1 1.5000G000 sec
======== CHANNEL f1 =======-
HNUC1 1H
By 1010 usec
a1 1.0¢ dB
SFCH 400 . 1326008 Mtz
=2 - Processing pdrameters
51 $b63B4
SF 400, 1306080 MHz
WOW EM
55B [}
LB 910 lis
GB o
2L 1.0
10 NMR plot parameters
X A0.00 ¢m
: ZY 10,50 om
£ F1P 19500 ppm
Am J Fi 4201 .37 Hz
? - FeP -0.580 ppm
Fa =200 07 Hz
I | PREMCM 0.55000 ppmscm
J / 4/CM 220 07152 Hziem
o M| = (=)
bt — 0|~ o
= r | LD o
= m|r—|m =
E ;C,L o o

'_|_|_|_T"||II\ |||||['[T_|_'|_|'_|_|_!_f_|_|—-|—'l_'r'\I‘ll?flllflT"T"rTwﬁT'\III!fIIIf||T'l_'|_|—|—|_!_|_|_'_r—l_|_|—|—'?]II'I'Ifll"l"'l_TT'-[W
ppm | =} 7 5] 5 4 3 2 1 1]
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€13 spectrum of

P~ =T o T Mool ool Co — O O Lo od
- W W ) o WMo R o o Current Cata Parameters
o — M0 M o= O W [ S S A m ol NAME sar-2-Ci-HT-Ker
o or a Iy 71 M om0l [ L ~ ¥ i
—_ = — e et o EXPND &
j ; J PROCND 1
{ / #2 - Azguisitiaon Parameters
Jate_ 20060328
Time 17,38
INSTAUM spect
JROBHD 5 am BGBI BE-1H
SULPRDG £opa30
T 65536
Cl O 30LVENT Coc1a
Kk 300
S b 9
Z SHH 251°2R.B23 B2
FIDRES 0.303387 kz
O AQ 1.3042164 sec
RG AG95
19' KL} 19.960 usec
bE fi.5% usec
TE I00.G K
03 120000005 sec
gii 0.03000008 sec
e 0.9000200¢ sec
======== CHANNEL #{ ========
HUGL 13C
e 10.80 user
JL1 F.00 B
SFO4 100.6242908 MHz
=== [HAMNEL f2 ========
CPGPABZ waltzlb
MUCE iH
RCAD2 50.00 usec
oLz 3.00 dg
ALiZ 21 .83 dB
PL1Z 24 .80 aB
5Fa2 400 1318000 MHz
FZ - Processing parameters
5i 32768
SF 100 . B127706 MHz
WDW
55B
par.}
56
oC 1
10 NMR £lot parometers
ok} 2000 om
o 12 .50 ¢m
st s i ‘ LESS g | 1 1 T | 1 1 & | T 1 g i 1 1 = 1 I < r r 1 1 1 1 i | r T T —|—"[ =T :]P g0 a00 apr
pEm 200 175 150 124 106 Eis] oy 25 0 & 22134 B1 Hz
et -10.200 ppm
e -1006. 13 He
2PYLM 1150000 pomdom

=F7h 14E7 NLARG H7 e



S100

MU ELIL UDLD Cal ArELEl o

HAME Sam-2-0ms-Ket
H spacirum of SXPND 1
2ROCNG -
L e B 1L M~ o (N s O s [ o o S o ig]
(= m @ % F?'! E »DD m E g]? f?—j % g @ 5] F@ - Acquisition Parameters
= i;i:if:f::gg i o Jate_ 20060311
; : |‘ [ % Time 12 28
: : \ TNSTRUM spert
| I FROBAD 5 nm B8O EB-1H
AULFROG 230
™ 15384
SOLVENT COC13
NS 16
s 0
SKH 5895 204 Hr
OMe O =TDRES 0.36581B tir
40 1.36B475E ser
S BG R4 T
W £3.400 usec
aE 5.00 usec
O TE 300.0 K
™ 1. 08 sec
20" 530000
ses===c= CHANNEL ff ===i====
SJC1 H
-1 10 .10 usec
L1 3.00 dB
SFC1 400 1326008 MHz

T2 - Processing parameters

2l 16384
ar 407, 1300085 MHz
WOW EM
558 4]
_B 0.10 Hz
GB ]
AC 1.00

10 NMR plot parsmeters

X 20.00 cm
(i3] 10,80 cm
o 1P 10.500 ppm
“ _J = 4201.37 Hz
_LLA U ., T 5 -0.500 ppm
S -200.07 Hz
/l. .|\ | }\ IPMCM 0.55000 ppmdom
o HZCM 220 07152 Hz/cm
- (wl= (oo (m )
= ~— | M Ll —
& Ao - ol W]
= e |2 e e o
ot el IR — e |rﬁ, |
'I:'rIII||i|'|'-|||||‘_||I\II|[||‘||I.I'I'|||III|'||||'|IIII

:||:|‘||||||\|||||||"|||-|—|—r'\.'rr"|—|—|—r']'|-r|:r|-||||rr|\|.|

[
aom 2 g 7 5] 3 4 3 2 1 a
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Current Data Faramcters

NAME sam TH-2- OMe ket
ZXPND 1
AROCNO G

=2 - Arguisition Parameters

Jate_ 20060311

Time 17.13
INSTRUM spect
SROBHD 5 mm BBU BE-1H
JULPROG z9pgal

0 65536
SOLVENT COC13

NS 1681

a5 a

SWH 20529629 Hz
FIDRES 0383387 Mz
aQ 1.3042164 sec
=15 3645.1

Ok 15000 usec
CE B.50 usec
TE 200.¢ K

T +.20000005 sec
dit 0.03000000 sec
di2 0. 00002000 sec
======== [HANNEL f1 =====zc==
NUC1 13C

o] 10,80 usec
L1 7.00 d8
3F 100. 6242995 MHz
semm==msc LHANNE] 8 semmmone
CPOPRGZ waltziG
WUCE 1H
PCPOZ a0.00 usec
PLZ 3.00 aB
PLtZ 24.83 dB
FL1Z 24_80 dB
SP0z 400, 1318060 MHZ
=2 - frgcessing parameters
i 32768

SF 100 B127729 MHZ
WM EM

358 o

bl 1.00 Hz
5B [+

A 1.4

LG NMA plat parameters

% 20,00 rm
o 10.00 o
TR 230.00C ppm
=) 2314094 d;
=EF -10.900 ppm
-2 -1006.13 Hz
“PMCH 1200300 pomdom

LM 1807 . 3931% Hz/fcm



ppm
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Zur~ent Jata Parameters

HAME sam-hap-ket
H spectrum of ZHAPND 1
FROCND 1
B N o O 1 T e S s 5 N - S Lo (. N o 0 Y (LI 00 I S o T A W o T N o T ) =T
BfEE cheRoBREURD L - :
= ) .
e OO oo o Mmoo D Do e oD o o F2 - Acquisitien Parjme_erg
momm o fo n S N [ [ S S - Date 20060428
H ] _Jr
LS

) mm @ m (LS " ' o 19 a5

] 1me
\&—{r_—-_&_& ;/:_/—/f-r)f__:::—'f"] INETHUM spect
“*%hm T SROBHD 5 mm BED BE-1H

2JLPROG 7030
10 1E3E4
SOLVENT COC13
NG 1E
[z o
SWH 596G 204 Hz
FIDRES 0. 365518 Hz
AQ 1 .3BRA7RE sec

@) G 287.4
S:;zi\ Jaltl B3 400 usec
JE B.50 uset
o) TE 300.0 K
i 1 50000090 sec
21

NUCH 1H

b1 10.10 user
by 3.00 dB

5FC 200 1326008 Mz

F2 - Proccssing parameters

51 16382
SF 4001300095 MHz
WO £M
SSE [
B J.106 Hz
cB ]
FC 1.00

10 KME plot paraneters

(8 20 00 cm
Ly i0.50 cm
) s w Sip 12.500 ppm
l M = 4291 37 He
=2P -1.300 pem
=2 -203 .06 Hz
) | k SPMM 0.5300% pon/cm
SICM 22007150 Hz/rm
— fo) O‘)" =T |r~
E €2 =T [y N E4N]
o 2 o o =T
@ o e M
S " Sl I

R e e i R e e s s g el g e e e ) e e o L e e

I
g B 4 2 2
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Current Cata Parameters

NAME TH-Map
EXPND z
PRACN b

€2 - Arguizition Farameters

Date . A00RD3Z]

Yime 14.34
INSTAUM SpECE
PABBHD 5 mm BBG BB-1H
PULPAOG zapg30

Ta 84536
SOLYENT Cocl3

Mg 109

a5 il

ShH 25125629 Hz
=I1DAES (1.3B3387 Hz
Al 43042164 sec
a5 =192

] 15 300 user
JE £.90 usec
IL 3CO.0 K

H 1.20000005 sec
d1t C.O3NEEH00 sec
diz2 C.000G2000 sec
======== CHANMEL_ t] --======
MUC3 130

L1 1080 usec
ALt A.00 B
SFEOA 1006242595 MH7

= CHANWEI 2 =

CADPAGE waltz1b
SUcz 14
AcrD2 G90.00 usec
e 2.00 dB
4 21.53 d8
AL13 24 .90 o3
k02 400 . 1315030 Milz

2 - Prapess:ng oaramcters

I 32TEB
ar 160 . BE2T 56 MEZ
WOW EM
R o
B 1.C0 mz
CB t]
FC i

17 WMA plodl parsmeters

[ a0 Choom
o 0o om
S1P 210.C00 pen
¥ Z1138 B8 Hr
=2p -10 COd pon
=7 -1008 13 H7

G

IMCY 11 06300 pomfom
122H *A0G TAGAR Hzfrr



H spectrum of

[T B NI v o B o 0 Y o W e O e O Y [{a]
o s S W e A Y T B B T O o B 8 58]
= M M 000 0d d — ~— [0 D 0o Tg]
(= fe e R R I S R i R i R i O - I Y [ o B e B [Tyl
=] it LTS i e o
L L i J i
- s
-\"""-u\.\_\_\_ ,.".’ /
22'
jL L‘ L W:Lﬁ._@__f
I i
i
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L > 'y} o]
= g o s
@ o [ o]
= 9] o L
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“AME zar-thio-ket
ZXEPND 1
SROCNO 1

2 - Atguisition Parameters

Jate_ 200E04D2

Time L7 a8
INSTRUM SRECt
SRIBHD % omm BBO 8B-1H
2U_PROG £G30

D 16384
SO_NEN® Coc13

NS 1

s 4]

Bl 2935204 Hz
=IJRES J.355018 Hz
L.ie] 1.35b4/56 sec
3G t01.B

T B3 £00 user
JE B bl user
1E 000 K

bl 1.500C0000 sec
======== CHANME: % ======:=
WUTE 1H

= L0010 usec
2[4 3.00 4B

SFO1 403 1326008 MHz

=2 Processing parameters

31 16364
sF 400 1300095 MHz
HOW EM
355 0
_B 010 4z
B U
=C 1.00

10 WMR plot parameters

X 20.00 oa

A 15.00 om

“1° 10 .500 opm

= 4201 .3 Hz

=29 -G 500 ppm

B -200.08 Hr
=“PYCH 0 _.5500d ppmdem

225 07150 Hzfcm
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13 specirum of

=] o o e [l jas] o] m
- i) L3 91Uy = L e = Turrent Oata Parancters
=5 o — ~ e 1D 2 L I (933 NAME sam thaon-«et
= = = AR et ~ = o EAEHD) =
1 | 2RACKD ]
‘ | \\ f) ‘ .
| | F( | ] T2 - Ahcguastition Farameters
Jate_ fhoGodee
11me 17.48
INSTAJH spect
SAOEHD 5 omm BBEO BB-1:l
2ULPEOG FApRAD
6 X
SLLVERT cocla
NS 118
a5 i}
/ \ 0 ShH 35195575 Hz
- ZORES G .3R33ET H2
S S Fe ¢.30421E4 sec
RiE] d15s
O L 19,4900 user
JE f.50 usec
22 TE 300.0 K
J1 1.20000005 sec
111 023000000 san
=12 CoNNGhFOGD seC
coses=== CHAMMEL 1 ==--- s
HUC1 140
(2} | <0 B0 useC
AL1 7.00 oB
SF01 100, 6242395 Mkz
s==z==== ChANKLL F& - -======
CFORRGE Wplizib
HUC2 1H
2CP02 90.C0 usec
o2 A.00 dB
A AE
A3
IF0E
=7 - Procazsiry pacameters
3l 3276A
SF 100.6127744 YFz
HLW EM
G5B 0
_B 1.00 I
GE Q
' I 1,410
10 WMR olot parameters
G e x 20.00 cn
e 12.50 an
=& . e B 3 T Pk B g8 230,000 pen
ppn 200 225 150 125 Y 23140.94 Hz
ac =10.000 ppm
et —100E.13 He
ARCM 12.0C000. pprsom

1LCK apy 35507

dzicm
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- CJUUEND USTE HAFAMELENS
HAME sgm-Cinam-HT
F spectrum gf ZEIND 1
SROCNG 1
[ o T 7 o M B ¥ o, W o T SN o X 1]
w2 = D o P~ Mo~ Od O D L
E g % E g 8 B g? Q b % 'e% LL'Ol FZ2 - Atguisition Parameters
o B b e e i Jate_ 20053426
L J i | Iime 15 3B
THNSTRLM spect
\N / SROBHD 5 nm BBO BB-1H
PR SULPADG 2030
1Y 16384
S0 VENT COC13
N3 4
as ]
SHH 2985 . 204 Hz
CICRES 0.3E5918 4z
O AQ 1. 36B475E sec
) 4561
S O B3.400 usec
N 4,2 6.50 usec
0O TE 30C.0 K
k| 120000330 sec
23 ====i_== (HAMNEL 1 ======:==
HUCA 1H
25 10.10 usec
L1 3.00 dB
S 400 1326008 MRz
TR - Processing parameters
51 13E4
SF 400 . 13000595 MHz
Wik M
536 0
B 0.10 Hz
5B 0
= 1 00
10 NMR plot parameters
Cx 2300 ©m
oY 2100 rm
EL 10 500 ppm
= 4201 37 Hz
A -0.500 ppm
=2 -200 06 Hz
I FEMTM 2.55000 ppmicm
/ | -7M 28037150 Hz/cm
= 12
5 Lo
@ -
= o
"l_|_'|I"—l—v—'llI:I|'|r'|":"r'r]'r'1—v—|—|—|—l—'—l—||I'|"|1l':"|"r‘l_|_|_|_|_|_|_"‘r'|r|12r||‘||J||n|||||.>||r||||:;r|T"!"I"l_|_|_|_|—|_|_I_|'T|||r|:||:

ppm 5 B 4 5 9



ppm
97 .89
148 .43

—~—134 .37

——184.01

el R
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Ci3 spectrum of
Lo i o =1 3 I H = 3
o =~ i T L Lurrent Oata Paraseters
— ~ [~ [~ 1O O r- ai HAME sam-Cinam-HT
oAl = R N N T o] Luend 5
) 4 |\ SROCNO 1
£ 3
( 1 c2 - Acguisation Parametars
Jate_ 200680425
Time 19 16
TNSTALM sopct
SJROBHR 5 mae BBO BR-1H
“LLPRRG Znog3ad
TG B5535
SOLYEMT caclia
NE 1446
s a
Skl £5135.629 Hz
# [ORES 0.383387 H7
AL 1.3042164 seC
qc Higg
Ik 19.900 usec
L 5.90 usen
TE 300.0 K
4 4. 20009009 sec
i1 0.03000000 seC
di2 0. 00082000 sec
======== CHANNEL £1 =r==r=o-
R 138
L 10 80 usec
a1 7.00 40
SFO1 100 . 6242995 MHz
= [HANNEL £2 .=
waltzifi
1
90.40 usec
Z.00 0B
A1.83 9B
24 80 3B
SFOZ A06 1315000 MHz
iZ - Processing parangters
51 JZ7RE
SE 100 . B12770E MHZ
WhW £H
G5B ]
B 1.00 m2
5B o
s 1.40
J | 1 1D NMR plot parameters
e . G e imbiie o 20.00 ctn
C 12.50 cm
T T T T T T T I T T T T : 1 5 H I T T s R T vap 210.000 ppm
100 9 50 25 3 ERELS LR
-10.200 ppm
Ee SRR R
JPMEM 1. 9C0000 ppmicm

HZ2CM OB F4D4E i dom



ppm

7.3035
7.2841
7.2661
7.2604
7.2085
7.1897

24

H spectrum of

3.1332
3.1147
3.0958
2.9510
2.9322
2.9136
1.4969

_—1.5779

W
AS

c—

Integral

5.0635

—

2.0032
-2.0000
9.0532

h=]
O
3
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Current Data Parameters

NAME Alp-ket
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20060930

Time 12.29
INSTRUM ’ spect
PROBHD 5 mm BBO BB-1H
PULPROG 2930

D 16384
SOLVENT cDC13

NS 32

DS 0

SWH 5995.204 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 203.2

DwW 83.400 usec
DE 6.50 usec
TE 298.1 K

D1 1.50000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

SFO1 400.1326008 MHz

F2 - Processing parameters

SI 16384
SF 400.1300099 MHz
WOW EM
SSB 0
L8 1.00 Hz
GB 0
PC 1.00

1D NMR plot parameters

CX 20.00 cm

cy 20.00 cm

F1P 10.500 ppm

F1 4201.37 Hz

FaP -0.500 ppm

F2 -200.06 Hz
PPMCM 0.55000 ppm/cm
HZCM 220.07150 Hz/cm
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C13 spectrum of

n o O M w o o @ [te} o
o0 m S m @ m o w o @® ¥ o Current Data Parameters
E [To o o o Ww ~ M~ w0 ~ ~ OO o, NAME Alp-ket
a o o T oAU ~ o~ ~ < 32 IR SVAN SV} EXPNO >
—_ - P e R
PROCNO 1
\ / ' ‘ ' \ F2 - Acquisition Parameters
Date_ 20060930
Time 12.32
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG 29pg30
TO 65536
SOLVENT coc13
NS 545
() Ds 0
. SWH 25125.629 Hz
S FIDRES 0.383387 Hz
AQ 1.3042164 sec
RG 8192
(@] DW 19.900 usec
DE 6.50 usec
24l TE 298.2 K
D1 1.20000005 sec
dit 0.03000000 sec
DELTA 1.10000002 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
= CHANNEL f1 ========
13C
10.00 usec
3.00 aB
100.6242995 MHz
= CHANNEL f2 ========
CPDPRG2 waltz16
Nuc2 1H
PCPD2 90.00 usec
PL2 2.00 dB
PL12 20.80 dB
PL13 23.80 dB
SF02 400.1319000 MHz
F2 - Processing parameters
SI 32768
SF 100.6127721 MHz
WDW EM
SsB 0
LB 1.00 Hz
GB 0
PC 1.40
1D NMR plot parameters
N AT Ao ’ mipiommieti i ' Sohcone
Cy 12.50 cm
r I T T T T l T T T T I T T T T I T T T T l T T T T ]' T T T T r T T T T l T T T T [ T T T T ' T Al Fjp 230000 ppm
ppm 200 175 150 125 100 75 50 25 0 F1 23140.94 Hz
FarP -10.000 ppm
F2 -1006.13 Hz
PPMCM 12.00000 ppm/cm

HZCM 1207.35315 Hz/cm



Racemic (97/3, AD-H) (8a)

v O
=
n = i
o
o (e
Q oD |
m (e
v =
v N
N—
o
> =
E y—] |
o |
g by G
0 19.764
1 20917

Resolved

mV (Response)

100

20(

20.48:4424.012

10 20

# AL T Rl Fioiks B

0 17.085 0.00

1
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Racemic (99/1, AD-H) (8b) Resolved

=

a
o= =3 z
S » =
Q_‘ooi (oSN -
- ® -
(RPN > ) N
ch Ni E ——
> = =
E n 7\\\\\\\\\\‘\\\\\\\\\\\\\\

- 15 60
L1 | | ‘ 1 | | 1 | | 1 | ‘ . .
Retention time
45 60
Retention time
# e iﬁ‘?ﬁﬁﬁ i [kl B
o \ o . 0 49499 000
T T G FisE L]
0 46490 000

1 50167 0.00
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Racemic (94/6, AD-H) (8c)

OH Resolved
s7<
o) 2 -
o g 0:
2 (@) 3
52 0= o
7= w = =
= 0 ~
> S 0
g - z g — =
= 2 s et
= ‘i S > <
g N E o
=
= [ P\
7 \ | \ \ \

10 1 12 13 14 15 16 9 12 15

Retention time
Retention time
# Ay iﬁ“’ﬁﬁ Eﬂj ] Tk B
0 10.588 0.00 # 0 HyTE G it f[ sk B
1 12.184 0.00 0 10729 000

1 12262 000
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Racemic (94/6, AD-H) (8e) Resolved

SRAe

m V (Respon s¢
100

59:2776.850
18:2694.699

mV (Respon st

12 15
Retention t]II'E § R BT e )

0 9.709 000

1 12149 000
§ W R i

0 10588 0.00

1 12.184 0.00
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Racemic (88/12, AD-H) (9) Resolved

El 74—('\}n\mmcx.u(ml\: (#rh& @4 0:Channel 1
OH
N H
. N
77 O 4
- (0]
E F3C
.
6 8 9 10 l‘l 12 13
Retention time
#o M L AR B A e B
# o A aE AW PR R IR
. 65 0. 00
5. 659 0. 00 0 2- 659
1 10. 687 0. 00

1 10. 686 0. 00
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Racemic 10: Chiralcel AD-H, 'PrOH/Hexane=8/92 Resolved

(2) 4_CE;I.€C: MR ( (3) 4—C§% e+ B 0:Cha
] © .
- o0 OH ©
OH © S ~__NHBn x®
NHBp — (S) g
R) — . o]
o — cl 10 <
c 10 UD' ™
& o
©
> ._M . SS . R
\ \ ol \
0 40 0 40
Retention time Retention time
g PR & A A e 33 T o A B R
16. 634 1294, 52 49. 73 0. 00 16. 529 1921.12 98. 24 0.00

36. 607 1308. 70 50. 27 0. 00 36. 658 34.35 1.76 0.00
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Racemic 11: Chiralcel AD-H, 'PrOH/Hexane=8/92 Resolved
|O-tol-rac: 7 # = 0:Channel 0-tol-50%—-3. 5. ~tBu—-1: ¥ & &
o g 2
<t OH 0 .
- ® NHBn %  nmen I od
S o o o i
- 11 g " § 8 @
~= . D~ .
= % 1 A
g g
o Mx = o <
o | ‘ | | | ‘
| ‘ | | | | | ‘
15 30 15 30
Retention time Retention time
e & fk B A Dk B i o fi B A kR
17. 764 1716. 47 50. 78 0. 00 17.026 878. 04 96. 79 0. 00

26. 867 1663. 75 49. 22 0. 00 25. 990 29.12 3. 21 0. 00



Racemic 12: Chiralcel AD-H, 'PrOH/Hexane=10/90 Resolved

) B ] o T BE .
(17) 2-Cl-1rec90/10+ =& 47 Ml (18) 2-Cl: #gw F 0:Channel
3
o) | OH [&]
Cl OH Cl ® A
NHBN 8 § . _NHBn § S -
® g 3 1 — 0 =
0 ! < 1 ‘- O.
12 = = N
od N ~
— N o]
AN
- :
L | . L [ [ I B R Lo
15 30 15 30
Retention time Retention time
P O - D R FE PR s e A
17 998 489. 01 51. 26 0. 00 18. 041 2760. 03 95. 60 0. 00
22.314 464. 96 48. 74 0. 00 22.246 127.02 4. 40 0.00



Racemic 13: Chiralcel AD-H, 'PrOH/Hexane=10/90

o [(16) lnaph—r%p: i+ & OsChe
% | < 3
(@) ‘ OH o\ O OH —
- <t
% B O ® NHBnN ] O S NHBn ‘_‘
: o R
C\] B 13
o
S
ﬁ p—
oS | il .# I, |
20 40
Retention time
T AR A e
24. 649 14550. 98 50. 26 0. 00
36. 143 14403. 16 49. 74 0. 00

Resolved

24.34:4694. 465

(14) 1naph-2-90/10/1min : (14) &% 7B : W+ F 0:Channel 1

S118

S
o | o4
| L L L L L L L L L | L |
20 30 40
Retention time
ol & AR oA Dk A
24. 343 4694. 46 97. 54 0. 00
35. 755 118. 40 2.46 0. 00
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Racemic 14: Chiralcel AD-H, 'PrOH/Hexane = 8/92 Resolved

o TS B () i 10 -
thio-rac: [fri#ras 0:Changel | ; thio-55%-3.5.tBu : [{7h# &8 0:Channel 1
OH & % OH
S NHBn 8 S\ NHBn
CT® s IO =
O
14 14
=
— ] N
&~
o |__. 3
3
| | | < JH %
O 20 40 ()‘\ i i [ i i [ i i i [ i i [ \2‘(\) [ i i [ i i i [ i i [ \4\(\)
Retention timre fenti i
Ize ention time
‘/‘%‘:?E‘&Fé& \;# :é_ ‘F_‘I‘/Q\LL‘ ‘/‘%}i ‘/‘%‘:?B??FE'F ﬁ*f’?j T:‘TA’\]’L }‘%}i
20.105 2579. 85 50. 00 0.00 20. 131 9162. 53 99. 59 0.00
30. 622 2579. 74 50. 00 0. 00

30. 685 38.17 0.41 0.00



Racemic 15: Chiralcel AD-H, 'PrOH/Hexane = 8/92

OH

NHBn
O

1(21) recBnNcinnﬁmate92/% - (
=) N &
() S
= : :
| Y w
OH N
NHBN
O
15
S L
0 25 35
Retention time
Y PR & A e R
19. 099 42296. 42 49. 88 0. 00
28. 577 42500. 96 50.12 0. 00

15
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Resolved

(22) 149:  # %8 0:Channel 1

1000
19.15

—

S L

0 25 35
Retention time

W PE R R B A P-4
19. 150 36051. 83 100. 00 0. 00
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Racemic (94/6, AD-H) (16)

S
Resolved
A
O,N

n g =
= _ et
) C = =
N o o
o, < = % .
LS -3 3
s R > :
~— . = 527 '
> o~
= &
‘\\\\\\\\\\\\ | O ‘\ | T \‘ i
0 20 30 CL\_'_‘“‘H“:H\HHH“.‘_‘F\HH\
. . 10 20 30 3
Retention time Retention fire
FA} = ,ﬁ% D}E jug;.y : g Ty e £y |
# L YFJFIEﬁH Flosh B 4 5‘}7’?'[’%?[7*5 ftﬁ?}fﬁﬁﬁﬂ Flj}fh“ e
0 17233 000 0 17,085 000

1 20657 0.00 1 20482 0.00



S122

Racemic (94/6, AD-H) (17)
OH Resolved

(D)
ot n
@ o G [
- g — oL
™ T =2 o, =
o, T Z = o
@ s 5 B =
. S = =
; . = - =
g & 2
Oﬁ —
c>7 ‘ ‘ L | | | | | ‘ | | | | | | | | | | | ‘
| |
10 9 15 27
Retention time Retention time
¢ ki i - - § i el ikl 4
0 11495 000 0 11051 000
1 13.179 000
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Racemic (94/6, AD-H) (18) Resolved
OH
S w
I »
= =
n S | & s
g < = ” <
Qo S © “
n <_ = s Y, - =
e S > e
— O — ..
S £ S
> o —_
E — [ P l
of
| | | | | ‘ | | | | | | | | | | | | ‘ 15 28
15 28 . .
o Retention time
Retention time
#o Ay g ] Fotke o) # B W bl o)

1 15847 000 1 14628 000



Racemic (94/6, AD-H) (19)

Cl OH
s><;
(0]
M
n
@
1)
o
n
o
& 2 .
> o g 2
§E
= l ™ I \ \ I \
4 8 12 16 20
Retention time
# Ry G ?ﬁ?ﬁﬁﬁf‘sﬂ Froib= B
0 10.398 0.00
1 12.170 0.00

Resolved

» o
- —
o =
o, =
4]
(B}
ad -
-~ Z
& A
[}
[ —
| | | ‘
10 2h
Retention time
PN S ] ?ﬁ?fﬁﬁf Y
0 10551 000
| 12210 000
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Racemic (94/6, AD-H) (20)

OMe OH
S>< Resolved
0

v = vs
n T a i~
- - O -
© S = o, g

o 7 2 -
A E © ;
© z 2 R g =
0 = = > s
> - z .
E o | =

‘ | | | | | | ‘ | ‘
[
7‘ N ‘ N T ‘ 15 30

0 20 27 Retention time

# g R Fisies L]

0 16726 000
#o e TR Fioits =

1 18744 000
0 16759 000

1 18847 0.00



Racemic (96/4, AD-H) (21)

80

70

60

50

mV(Response)
40

30

26.63:1251.624

20

Retention time

LI P R FYER A kR
0 23.090 0.00
1 26. 634 0.00

Resolved

mV(Response)

$ok e L

0
1

200

100

12 16 20
Retention time

FY T

21.794

24. 831

A kR
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Racemic (94/6, AD-H) (22)

OH
s S7<
N
)
7]
= -
1S) 2
el %
17] — = —
I5) = =
& 2
> R
g <
L | L L
0 10 25
Retention time
# A e G ifﬁ.’fﬁﬁ il Ar Foik= B
0 12.353 1048.27 4994 0.00
1 16.115 1050.74 50.06 0.00

Resolved

o=

B B

(=]

o s

o= =

@ - 2

0

&

> T

g
| | | L | | L |
8 12 16 20 24 27

Retention time

# boTE EFE VAR B ] rea FIakE A

0 11.784 38 0.73 0.00

1 15.130 9974 99.27 0.00
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Racemic (98/2, AD-H) (23)

mV (Response)

%
0
1

50

20 30 ‘40

10

e
~
=
>
=
N
=N
N

& LA

FYER
29. 655
39. 920

oA

Resolved

) =

@ z

g z

o= =

[o T 2

n

(D)

®

>

g
T T T W T T U T TS T N N M Y B S N AR A B B B B M A
0 15 30 45 55

Retention tirme
4 Hhyig T I Foske T
0 36.744 0.00
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Racemic (98/2, AD-H) (24) Resolved
OH ©
S\l<
6! Clin ;
c o
o o g
oS 2
n &
v <
— [ S
0 S 8
Q —
o 5 &
o, _ 3 =
N o = N _|
o s g
3 BES
> g =3 g
g 5 .
o _| I W
| I I | | | | |
12 16 20 24 28
Retention time
o s B AN N FEER A LR
0 15 30 45 53
Retention time 0 20. 348 0.00
1 22.626 0.00
t oA LA HYET T kR
0 19. 820 0.00

1 22.225 0.00



